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#5 D-Asn
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%LL
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1
#9 D-Cys
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0.00 === L,
1 2
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% % %
0.00 0.00 0.00
2 1 1 2
#14 L-Glu #15 Gly #16 D-His
Q148.05>84.05 (+)  887e5  (76.05>30.05 (+) 1.63e4 Q1561011005 (+) 6.15€5
RT=2.387
27.18 - ,RT=3.559 v
8 : 100.00 100.00 RT=0.923
% % %
218 Heme 0,00 o e 0.00 ===
5 2 3 1
#18 D-lle #19 L-lle #20 D-allo-lle
Q13210>86.10 (+)  1.28e6 Q132.10-86.10(+) 1.30e6 Q 132.10-86.10 (+)  1.24e6
RT=0.938 RT=0.938
100.00 52.13 100.00
RT=1.308
% % %
0.00 0.00 T 0.00 ===
1 10 15 1

12



#21 L-allo-lle
Q 132.10>86.10 (+)

55.45 RT=1.190
%MML;
047
10 15
#25 L-lys
Q 147.10>84.05 (+)

21.57 -

1.07e6

5.54e5

RT=4.957

2.53

5

#29 L-Phe
Q 166.10>77.05 (+

)
100.00
RT=1.768
%
0.00
1

2

4.23e5

#33 D-Thr

Q120.05>74.00 (+)  2.54e5
RT=0.976

100.00
%
0.00

1

#37 D-Trp

Q 205.10-188.10 (+) 6.41e5
RT=1.041

100.00
%
0.00

1

#41 D-val

Q 118.10=72.10 (+) 6.53e5
RT=0.951
100.1’.!):

%

—

1

0.00

#22 D-Leu

Q 132.10=86.10 (+) 1.15e6

49767 prir0

&
PR BT

0.47 -

#26 D-Met

Q 150.05>56.05 (+) 3.77e5
=1.159

#30 DL-Pro
Q116.05>70.05 (+)  1.61e6
RT=0.913
100.00
%

0.00 ==t
#34 L-Thr
Q120.05>74.00 (+)  2.04e5

100.00

i
RT=1.415

®
N

0.00
#38 L-Tip
Q 205.10-188.10 (+) 6,805
100.00
RT=1.694
%
0.00
1 2
#42 L-val
Q1181057210 (+)  5.965
10000~  RT=1.212
%
0.00 ==
1 2

L

#23 L-Leu #24 D-Lys
Q13210>86.10 (+)  1.63e5 Q147.10>84.05(+)  5.17e5
RT=2.585
100.00 100.00
RT=1.814
%‘: %
000 0.00
2 3 1 2
#27 L-Met #28 D-Phe
Q150.05>56.05 (+) 5.15e4 Q166.10>77.05(+)  2.85e5
RT=1.036
1m_w RT'=3.553 '|w_w
% % }L
0.00 = 0.00 =
3 4 1
#31 D-Ser #32 L-Ser
Q106.05>42.05 (+) 7.98¢4 Q106.05>42.05(+) 8.50e4
RT=1.141
100.00 15.05 "o
RT=1,580
% %
000 =it e 285 M o P
1 2 1 2
#35 D-allo-Thr #36 L-allo-Thr
Q120.05>74.00 (+)  248eS Q12005>74.00 (+)  2.54e5
RT=0.975
100.00 4579  RT=1.118
% %]
0.00 0.00 L
05 10 15
#39 D-Tyr #40 L-Tyr
Q18210513610 (+) 1.47e5 Q182.10>136.10(+) 1.60e5
RT=1.044
100.00 100.00
RT=1.731
% %
0.00 0.00
1 1 2

2.42 7 D/L BAEEM MRM BIEEIRE (FEEEFEEE—)



(x1,000,000)
2.0

0.0+

./\/\/\ e

0.0

1.0 20 3.0

4.0

5.0 6.0

min

3.42 7 D/L AR ER MRM BIEESE (O E2BEFEEIERED)

#1 D-Ala
Q 90.05>44.05 (+) 7.43e4
RT=3.154
100.00:
%
0.00
3 4
#5 D-Asn
Q 133.05-74.00 (+)  1.41eS
RT=1.221
100.00
%
0.00
1 2
#9 D-Cys
Q 122.05>59.05 (+)  7.11e4
RT=1.960
#13 D-Glu
Q 148.05>84.05 (+) 7.16e5

41.66

} RT=3.597

072!|Kl¥l|[l¥l]
#1?L-H|s
Q 156.10>110.05 (+) 7.64e5
RT=0.929

ki

#2 L-Ala
Q90.05>4405 (+)  145eS
RT=1.267
00.00
%
00
1 2
#6 L-Asn
Q1330557400 (+)  1.18e5
it RT=1.028

1

#10 L-Cys

Q 122.05>59.05 (+) 1.30e5
RT=1.107

1l

#14 L-Glu

Q 148.05>84.05 (+) 7.04e5
RT=1.153

AL

#18 D-Ile
Q 132.10=86.10 (+)

RT=1.198

i

14

8.28e5
100.00

#3 D-Arg
Q1751057005 (+)  1.54e6
41.61 RT=1.343
%
1.84
1 2
#7 D-Asp
Q 1340557400 (+)  1.45€5
39.53
%
223
#11 D-GIn
Q147.10-84.05 (+)  3.78e5
51.46 RT=1.838
%
1.46
1 2
#15 Gly
Q760553005 (+)  1.41e4
RT=2.418
100.00
%
0.00
2 3
#19 L-lle
Q1321058610 (+)  7.85€5
RT=0.947

100.00

0.00

_%
=

#4 |-Arg
Q175.10-70.05 (+)  1.78e6

RT=0.925
100.00

0.00
#8 L-Asp
Q134.05>74.00 (+)  1.51e5
RT=1.178

100.00

S
g ?

0.00
#12 L-GIn
Q 147.10>84.05 (+) 4.90e5
RT=1.007

80.00

0.77

#16 D-His
Q 156.10=110.05 (+)  7.37e5

RT=1.029
100.00

0.00

—

#20 D-allo-lle
Q 132.10>86.10 (+) 7.71e5

100.00 RT=1.198

0.00



#21 L-allo-lle

Q 132.10=86.10 (+) 6.90e5
RT=0.947
100.00

0.00
1

#25 L-lys
Q 147.10>84.05 (+)

L

146 77—

4.91e5
51.46

®
gl g

#29 L-Phe

Q166.10-77.05 (+)  2.62e5
RT=1.036
100.00

%

0.00
1
#33 D-Thr
Q120.05>74.00 (+)  2.26e5

RT=1.424
51.46

1.46
1 2

#37 D-Trp
Q205.10-188.10 (+)  5.61e5

51.46

RT=1.707

%
1.46

1 2

#41 D-vVal
Q 118.10=72.10 (+)  4.30e5

100.00 RT=1.221
%
0.00

1 2

#22 D-Leu

Q 132.10=86.10 (+) 1.19e5
RT=2.593
100.00 -

o
8 ®
| T I A 1
L%}
w

#26 D-Met
Q 150.05>56.05 (+) 3.34e5

27.18 RT=3.588

218

5

#30 DL-Pro

Q 116.05>70.05 (+) 1.31e6
RT=0.920
100.00

0.00

#34 L-Thr

Q120.05>74.00 (+)  1.90e5
RT=0.980
100.00

0.00
#38 L-Trp
Q 205.10-188.10 (+)  6.56e5
RT=1.045

100.00

E

0.00
#42 L-Val
Q 118.10>72.10 (+) 3.83e5
RT=0.955

100.00

0.00

P;

#23 L-Leu
Q132.10-86.10 (+)  6.58e5
47.23 1 RT=1.032
1.46—-
#27 L-Met
Q 150.05>56.05 (+)  1.70e5
RT=1.149
100.00
%]
0.00 ===
1 2
#31 D-Ser
Q 106.05>42.05 (+)  6.33e4
15.05 RT=1.587
%
2.55
#35 D-allo-Thr
Q120.05>74.00 (+)  2.30e5
RS RT=1.126

#39 D-Tyr
Q 182.10>136.10 (+)

9.57e4
RT=1.740

5146
%M
1.46

#24 D-Lys
Q 147.10>84.05 (+)

27.18 RT=4.939
% M
218
#28 D-Phe

Q 166.10=77.05 (+) 1.75e5
RT=1.777

51.46: T
B 2

#32 L-Ser

Q 106.05>42.05 (+)  6.07e4
RT=1.142

100.00
%
0.00

1 2

#36 L-allo-Thr

Q120.05>74.00 (+)  2.34e5
RT=0.979

100.00
% LM
0.00
1

#40 L-Tyr

Q 182.10=136.10 (+) 8.94e4
RT=‘Ir.04?

4.59e5

R

5

100.00

S
IR I

o
8

T T T T % 1T 1T 17T

B 4.42 7 D/L BAEEE MRM BIEESBEE (D5 28EFEGERET)



22 BS54
%R 12 MM EEEYt, FRRERENAR (10 ug/mL) ELHE 6 R, ER D/L
R[EMBFERAON A LM ECIEHFISERNIBEEE, FIBERIEK 1. HERAA, 42 F
D/L S ERREEIET EAIRERTIE) RSD%IFTE 0.55%LLA, IEMEFR RSDYIITE 4.6% LA,
SRRPALNEREERIBRE.
* 1. SERRIFARESELSR (n=6)

\o. - DR B EEEEE— DM A BEEEEE
REERYIE] (RSD%) I (RSD%) REERYIE] (RSD%) IR (RSD%)

1 D-Ala 0.090 2.324 0.184 2.669
2 L-Ala 0.209 1.236 0.093 1674
3 D-Arg 0.051 1.237 0.049 1.323
4 L-Arg 0.044 1.394 0.032 1.151
5 D-Asn 0.032 1.642 0.054 2.455
6 L-Asn 0.050 1.872 0.044 2.745
7 D-Asp 0.064 2.041 0.471 3.295
8 L-Asp 0.312 0.961 0.069 1532
9 D-Cys 0.026 3.036 0.283 2.680
10 L-Cys 0.198 1.830 0.038 2.689
11 D-Gln 0.043 1.469 0.204 1513
12 L-Gln 0.142 2.424 0.044 1.367
13 D-Glu 0.043 1.310 0.156 2.230
14 L-Glu 0.188 1.025 0.038 1213
15 Gly 0.267 2.965 0.220 3.302
16 D-His 0.041 2.633 0.029 1.049
17 L-His 0.051 1.849 0.043 1.055
18 D-lle 0.034 1.338 0.068 1.768
19 L-lle 0.023 0.872 0.060 2.036
20 D-allo-lle 0.036 2.168 0.051 2.107
21 L-allo-lle 0.039 2.368 0.042 3.395
22 D-Leu 0.030 1.281 0.180 2.281
23 L-Leu 0.249 2.563 0.043 2.866
24 D-Lys 0.265 2.538 0.711 1.167
25 L-Lys 0.543 1.415 0.277 2.336
26 D-Met 0.044 2.488 0.214 2.032
27 L-Met 0.316 3.290 0.037 1.898
28 D-Phe 0.071 2.065 0.071 3.884
29 L-Phe 0.296 2.748 0.043 2211
30 DL-Pro 0.021 1.020 0.041 1.937
31 D-Ser 0.041 3.462 0.234 3.453
32 L-Ser 0.160 4.471 0.095 1.145
33 D-Thr 0.040 3.975 0.010 3.570
34 L-Thr 0.021 1.590 0.061 3.532

16



35
36
37
38
39
40
41
42

D-allo-Thr 0.042 1.607 0.108 4.323
L-allo-Thr 0.054 1.651 0.039 1.603
D-Trp 0.043 2.683 0.217 3.989
L-Trp 0.093 1.821 0.050 2.386
D-Tyr 0.070 1.986 0.359 3.553
L-Tyr 0.442 1.861 0.103 4.599
D-Val 0.038 1.651 0.070 2.919
L-val 0.049 2.080 0.047 1.957

2.3 ERREEAIGNLER

IR 14 TN R RIRIE, NESRAYHITIROKR, BIR 1.2 T FomEM, XIPIS
KEEFERHITION. BAMEREE, TZEMKBEERPHQNE 12 HaERR, HPD
RIS ERR 5. L BV ERR 5 M. Cys-Cys ZIBEARITH, Tyr o KEEHEIR, Gln KiE¥
679 Glu, Asn KfERE: 1L Asp, FHItE Cys. Gln. Asn =FhEEER KK NE], DL-Pro —7
HiE, TEERIERIOMEHDE, Gly TF %, BX D/L B EREEEIE 5, XHNE

By 12 MR BERHTIEERXY LD, FrE D/L BRERIREMLERILE 2

Q182.10>136.10 (+) 2.44e5 Q132.10>86.10 (+) 1.52e7 Q 148.05>84.05 (+) 1.35¢7 Q 134.05>74.00 (+) 8.53e5
100.00 I 100.00 I 100.00 — ﬁ 100.00 M
>
— (0] = g
% = . = % O % W
% — % -| 1 % ; %
] 2 ~ — i
0.38 0.00 A 0.00 - 0.38 A —
1 2 3 05 10 15 20 2 4 6 2 4
RT (min) RT (min) RT (min) RT (min)
Q132.10>86.10 (+) 1.69e7 Q 116.05>70.05 (+) 2.00e7 Q182.10>136.10 (+) 2.33e5  QQ132.10>86.10 (+) 1.90e7
85.29 - 100.00 - Y 443 299
i K N g v ]
o £ Y
=
3 o L 9
% | — % -| — %] d %
1 [a) d
i _ ¥
V L /
038 - —— 0.00 -Y——F——— 287 b 2.92 e
2 4 0.5 1.0 15 05 10 15 050 075 100 125
RT (min) RT (min) RT (min) RT (min)
Q 148.05>84.05 (+) 1.40e5  Q 134.05>74.00 (+) 823e5 132108610 (+) 1.73¢7 Q76.05>30.05 (+) 6.23e5
ZLe 310 v 311 100.00- Y
g I g | | i
d : 1] J
%7 G %i CII /7 : %7 JL
2.28 -/ 291 L T 292 0.00 e
05 10 15 20 05 10 15 20 075 100 125 > 4
RT (min) RT (min) RT (min) RT (min)

5. KfEtFmE D/ e R EIEE
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7 2. KIS D/L LR R BRIZEAR LA

[ER KR I mER D/LIEEMRLL | =&, - KR IEER D/L IEMEARLL

DZY N.D. DAY 55274

Cys - Glu
L&Y N.D. LAY 204428704 0.027%
DAY 6182 DAY N.D.

Tyr 0.343% Asn
L& 1801298 LAY N.D.
DAY 20257 DAY 4091

Ile Asp
LA 84930810 0.024% L& 4908262 0.083%
DAY N.D. DAY 55604

Gln - Leu
LAY N.D. LA 123798266 0.045%

Pro DLEZ 79705982 - Gly - 5929118

3. £ig

SRILE AR 5 = BT RAB & IE PR EC A LCMS-8050 455 DL Rl BRI 5758,
BI%y D/L R BB FMALIENI B, FMETAER. B, XNZHKEEDIERER
THROTENERHTRN, FiEIxy b/l aBERIEEmMEIEHITOMN, PERSE D/LE
R[EBLFT AL, A EERNERSRNGANREIL, TRERD S | ISERNSE
w7, NERAYREITHHR HF BN TR,

18



MALDI-TOF 3 ZBAEMLF SREISYIEN S F2

@ E: Fmoc RIFREREZNRAMNFERERNEILYR, DTFERHYS YR
YR BIEIR. XMW A ATV MALDI-TOF FTiE{ MALDI-8030 2l 7 6 7 Fmoc fRIF&RE
BRONFE, AELHERBDE. BIEEE, TBEEOMRIEFRMAF T RERNS Boc
BEHENRERTTEYNDFE, BRTRARADERSIETERX Boc EHIRFM, AIE
NERAYMF BRI YFHREREITHINESE,

XKigiF: MALDI-TOF ZAKZ5Y) FmoclRiFREER 7HFE

BARA:
* TRBRIEDE, BERANPE, IUBERSTERESFM TARENS Boc EHINEEE,
<« BRFEE, ENEEN, BREMAUEYIN, BRIUDHFERPEHERIZ.

SN ER A 2 EEBRUEERNEM L L W FEEi—RBIaERES
RNEIM, EFECEREEMESREE M ZE. BHEEREZRERZRAMEMR I ZHER,
ERBAR. BHEEHREEEEEFMoc (ZBREHE) 5Boc (T & ME) SEENK
7o FmocH AN FmoclENEERIFE, SBocEMIAMELL, FmocBMUEREBRRMRTE.
REFMERM. BIRMND. FEESHENRS, FIEZHKEES IV B 2. 7T

LA FEERT, BEMENRESNNZEERINRETLEETER M, MO TFER
AR R I X B e . 25X W FIMALDI-8030MITE 7 6Fh Z BRI YL F & Ak Ia YR
——FmocfRIFEEER (Fmoc-L-Lys(Boc)-OH. Fmoc-His(Trt)-OH. Fmoc-L-Arg(Pbf)-OH.
Fmoc-L-GIn(Trt)-OH. Fmoc-L-Tyr(tBu)-OH. Fmoc-Gly-OH) 899 F&, H ™+ Fmoc-L-
Lys(Boc)-OHEIBY EBBocRIFER. KRG ELFREDE, RIEREE, BET BMKRIESR
B TENEENRERITEYFBocERNZE MM (BocERTR M &4+ T 2ME) . ENEEW,
BREMRCEMIN, REDITFERPEENRR, AJATZREESHREBEINRRRERT
llo

1. 2I8ERS

1.1 {438
SNEFUHENE TR B E YT 8] BT MALDI-8030
1.2 ShEFM4
BEERX  gaMERTERX WMo B E 55
Bt 28 355nm BB B F ] 5 & 200

H#EE : ' m/z200-2000 Bxos| & (Da) : 1800
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1.3 t¥maikhig

MEMARINPEAHE, 61 mg/mLBIEE R TIER. BRO.5 uL NaTFAZKA R (1
mg/mL). 0.5 LR TIER. 1uULB=EBERARKR (10mg/mL) fOR=EE, BATIREE
NETE Do

2. ZR5HE

6 fh Fmoc (RIFRERNFEREBMIONERNEK 1, FRIEQNERIE 1, W& 1P
T 6 M EMHKRNE 2F [M+Nallg, SN FE5EREERT. FRIM+Nal'l&sh, 67
WEMEKNE[M-H+2Na]' &, AT ae R BIN N ¥R E (-COOH) FMEE FHRINE T
e (-COONa) BIMNhlE, SEM 5 HMRERMRITEMAENZ, Fmoc-L-Gln(Trt)-OH &4
MENM+H] g, XPJge5HanEmE xR,

Fmoc-L-Lys(Boc)-OH A Lys BJa-E &4 Fmoc EEIRYT, e- & Boc EH R Boc
BERAERERHE T2 REKE, BiE Boc RIFE. SEMREDBZGFRMNERERNE,
ALHRBPEFREDE, EANERFENTE, BRTREZEHX Boc EHRIF M,
BRIt BT B R B LA B SE R YA q 0 F [M+Na] liE m/z 491.11,

BRETRMEEYIN, D REBRITENEIZE L, 90 Fmoc-L-Lys(Boc)-OH #2ME] m/z
649.19. m/z 761.34, Fmoc-His(Trt)-OH #2E] m/z 596.46. m/z 800.37. m/z 910.56,
Fmoc-L-Tyr(tBu)-OH #MEI m/z 640.15. m/z 752.38, Fmoc-Gly-OH % MZE] m/z 523.48.
m/z 661.39 Z,

% 1. Fmoc (RIPFREBRIF RiE S RINER

# =X CAS DFI e =
[M+Na] *mono [M+Na]*

1 Fmoc-L-Lys(Boc)-OH 71989-26-9 C26H3s2N2Os 491.22 491.11
2 Fmoc-His(Trt)-OH 109425-51-6 CaoHssN3Os 642.24 642.29
3 Fmoc-L-Arg(Pbf)-OH 154445-77-9 Ca:HaoNLO7S 671.25 671.25
4 Fmoc-L-GIn(Trt)-OH 132327-80-1 CsoHsaN20s 633.24 633.17
5 Fmoc-L-Tyr(tBu)-OH 71989-38-3 CasH2sNOs 482.19 482.13
6 Fmoc-Gly-OH 29022-11-5 Ci7H1sNO. 320.09 320.11

20



Ml [M-H+2NaJ* Fmoc-L-Lys(Boc)-OH [M-H+2Na]* Fmoc-His(Trt)-OH
[M+Na]* 513.16 664.40
100 49111 100 1
20
5 Ao 2 o [M+Na]*|
§ : = § 6422
% Rl |
2 2 45144
3522, [{51 43 649.19 76134 'fkn 39045 l 910.56
0 [ | _.l u h i 0 Ld | I &
500 700 800 500 800
M+Nal* [M+Na]*
sy Fmoc-L-Arg(Pbf)-OH g3317  Fmoc-L-GIn(Trt)-OH
100 M +H]]‘ 100
% o ) (M-He2Na]* w0
z [M-H+2Na]* - 55.25
| & 69336 : ® ’*~ L“"L 4 _\>
£ i : £
s 4 p & = @
A L g :u o q
20 714 L8 ) S 0
. 450.31 oty : 45025
800 400 800
M+Na]*
Fmoc-L-Tyr(tBu)-OH JM-HeNa)* Fmoc-Gly-OH
482.1 [M+Na]*342.11
100 o:[fg'mmal . 100 320,11 )
80 ey 80 - o
Y | u g S A o NI,
g 0 \, _.o.g ."’" ¥ () X
8 N é
pr 40 Rt ; 40
523.48
2 4843 2 3030 i 661.39
75040 JLI. l 38644 50(1.41 l
0 hod i i A & "
400 600 800 300 400 500 600 700
B 1. Fmoc RIFR B R FRIEE
~
3. &ig

AN & AT SRR BB T YITRYIEIETIE MALDI-8030 St 6 f Fmoc fR1F
B ERL (Fmoc-L-Lys(Boc)-OH. Fmoc-His(Trt)-OH. Fmoc-L-Arg(Pbf)-OH. Fmoc-L-GIn(Trt)-
OH. Fmoc-L-Tyr(tBu)-OH. Fmoc-Gly-OH) M FE, EERIEDE. RIEFEFE. BiEE
N, BEMEIZONMERMESEH T ARENS Boc BERINEERITEY), EEDTIERPRIZ
i, NERAMEES R R E KR,
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F3E ZHEHSGDH

LSRR ZANRERTIRRETEIRFMELHRAMFT S CHNEEL R, HP, %
HEREXZERND FEETRX L — BRIERNSHMRENME AN ANEERE, 7
HIETIER, FJREHEE—RYNUFERRN, FERKK. mARSHEXRENSEEWL
Fl. EEFIEREBYX—EWIERR IR, XERANEFNEMEI LIRS R, 6
SRR EMRRMEMAN, EEA ML RENRERN, BhEBENERNZ 2,
R AT FRRE S ZRAE X R EUHIT O FEMIELANEE, X o] IR — B
BEN, HEDTELTEXRETHHHE T ZNENN, HIgESAWE A

S—FHmE, ZRRAMN R D TRET EFNE 2 K0 7 e BRI A p sk S
NEETI R, T LAY A SIS, EERTINSERFYIXN FIRMEEYEE.
BRMUNSEMEGNEEEREXEE, BRI AE B F AT I ZYN AR
BEFY, HERREEHIPRIEH & LSRN —SIENAEN BT, XTI EXRA
Edman F&fE% (B0 PPSQ) . BXUKRAEEIE-FUEEXA (HPLC-MS). =Rk (NMR) %
Bk, URIEREVERBIENFITNEE.

Lamas, ZHRERANRERTIIREZ N FE, GELHEEXFRND FELTEM
ZHNFRTINES, XEREEFHTERERT ZHRAMNAE. TEMEMASFTEER, A
MRIE T 9N R MBI, BERERNFN PPSQ-53A KA Edman FEARET 22K
2 N mEERFIIHITIE, SREREOSE, DESIUREEE R IRIEEKAN
LCMS-2050 P/ NEWHEERE, BNEZRKEAD FUEMDFENENIE, FANE
& LabSolutions LCMS HIZ BBEMEIMIEERD FEITREEREN SR, BADFYRD
FEDMWIERBFE, WINDEEXNEFHHBIBOLAEBE YT B RIE MALDI-TOF 48]
AT EZHEG D FERZEN, ENMRER, SRER. BX (BELURBEIEN
F) , BIREEFESBEFHNRAELNANS D, RERMINZHRIERD FE. SN
RRFFRARER, NERAGERNRERES. £ T 2NN CSERRESE 5KIE,
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LCMS-2050 EZ k7 FEFE M SNy

i B AXEASRREEIENRTFIEEAMN LCMS-2050 3§72 (Ubiquitin) 2t
TR FEINTE. K DUIS (ESHAPCI) IE B FAR T XS R lAF autt 17 5% 4344, LL LabSolutions
MAEXS IR R ERITRRE R Z B0, SPUERREIT RN EIRT N 2 AR AY N E) BB 1
BEFES. ERET, SMEBEARBFEIBERONEINT D FEN 8564.81, 5L
ERMEN-0.03Da, MEBERES, (AT LCMS-2050 RESTEERNR R, E5ZK. &
ZERERDFURND FERN (ZBEDM) -

KpgiE: BIORTRE 2K nFE

ZREHR=ZPHR=TLULRER D FAHN, 7 FEBERXT 10000 Das 7ZZ (Ubiquitin)
B—MAET6NRERGMNZ, FILUBTEeRMBEER, #MNSEELREM. &8
FrzRNZ5FZAmIE, fINEREAERE. A, DNABE. AREAREIENRERRK
BF MR NAER, ZREREE (E38) WERYVIRFIERE Z R WEITRERXHE,
Kk, ERERSAREIES BRI S IEA SR Z R USRI AR )

NTRFZREUR NG, BEFNBEBRUFESHRATIRENAEZ R W a5
¥), B AREGRHRMIIHTO FETNINF, 2R RERTRETERRULRE
WERERR, EADFYRNFENE EEE—ERRM. LCMS-20501F /N EML B iR
s, BWHREEE (m/z &AAKE12000) BNEAD FHEMINDFENEALIR, I
NBEZER. 2. ERR. Ba¥%. LabSolutions i MVAESIR L BRI DT IHEEE Al 3
TeRETSD FELEGYIIN, BERDFHEYNSEELNERIERLNES,

ASCRALCMS-205032 R Z T D FENE , H4EE B2 LabSolutions3 Z H 1
DTTIREX FUB R BUREHITREEIR, MEBAEMES, AT LCMS-2050M R ECE
=

el

1. 2I8ERS

1.1 {¥g8

ZairHl2s 0 SCL-40 F B | CTO-40C

Bt = #l . DGU-405 W 28 . SPD-40

W & ZR . LC-40DXR (& LPGE) B & Y . LCMS-2050 BEPOthiTRE Y
Bnh#iFes ¢ SIL-40CXR B T{Euh : LabSolutionsVer.5.114
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— T

i i @ LCMS-2050
s Eb A ERE
RPE (S/N) 100: 1 (RMS)
E;mﬁ; ) myz 2-2000
HFer HABIESI/APCI (DUIS™)
EREFREE 10 msec
HiRE 15,000 u/s

B 1. SXREEIERILEAN LCMS-2050
1.2 SRFG

RESIERMSF

B i £ . Shim-pack GIST C18 Column (2.1 mm I.D.X100 mm L., 2.0 pm,

P/N:227-30001-04, &i# (L&) KIBMAEIRAF)
moE1 A8 L AME-0.1%FER/K, BAE-0.1%FER/Fi2 FHFARR
O 0.3mlL/min = |
FERAT  BEEE, BAEBKRER 10%, BIEIEZERIEK L

&1 BERRER

Time(min) Module Command Value

10.00 Pumps Pump B Conc. 100
13.00 Pumps Pump B Conc. 100
14.00 Pumps Pump B Conc. 10
20.00 Controller Stop

FRik s

B F J®R : DUIS(ESI+APCI) BAKIEE 1 450 °C

£ £ = :20L/min BOBE : +3kv

T ¥ S :50L/min H# L o SCAN (+)

m #H: 5 7.0L/min HiE e > 500~2000

DL JEFE : 250 °C
1.3 HmaiiBA*
B¥zERERBRAEBSFKERE 0.1 mg/mL, &M,

2. ER5i1ie
2.1 ZENGIE

24
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m
Ch1 (214nm)
Ch2 (254nm)

-25

-50

55 6.0 65 7.0 75 80 85 90 95 100 105 min
2. 3ZE UV &R

x100,000,000)
1L5T1TIC(+)

1.0

0.5

0.0

55 6.0 6.5 7.0 75 8.0 8.5 9.0 95 100 105 min
3. 2% TIC BiEE

2.2 ZEASREGR

BIZERR TIC BIEE (Bl 3) 318 MS BUE, lIEEER TR, ZFamTE m/2500~2000
SCENEFESMEZBEREETFES (B4), @dHE LabSolutions™ BIEEIRIAEHIT S
FRTEEFUIND FE, BERRIESEIE 5.

Inten. (x100, 000)

77965 857, 48 [V+10H] 10
11+
2.04 (M+1TH T 952,68
[M+9H]%

1.5 714 74 107. 61

[M+12H]12 M+8HI8+
1.0] | M+8H]
0. 659, 91 122 ?I%/I P

M+1 3H]13*L + o
T T T “‘ T ! T L T T = T 1\42 i 45[MV+6F|] T T T T
600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900  m/z

4. ZEBIFIEE (m/z500~2000)
(2 B84 (System Administrator) - [Eimﬂ - ub 1000um_ACN_$£B8_2022712_1510_001.lcd]

R e B O e ]
I8 D RO HE WAL EEEN) R0 TAD S0W %EH
2% <0 BR[O *6- Bz RER A D
: v Sht. BEESH
R HITE T S TN
r—— (225-32056-91)
O W EnE - ZEREl SME PEE

1
By R8 SRR Aw 8 4B EENE STESE 5SS MsESE SsH QURE SEEM
7

WHITE(E) g L% 3=F3 (V)] 15

s

LEsAHE O (afE iERHE () 5w LEES () - 1 Da
meEF

/() - H+ HE ) 1.00728 Da BB (C) 1
&0

FEM 0.2 Da BTEEE) 200 Da TTHRHEE (5) 1 Da

5. §7E LabSolutions™ FYAREFIINEEIR B
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A

RENPERERLBSIRZBEDN, ERNE 6 Fix, %ZHB 8 MHEARER
HEFEHEWIRS AR SIEN BEHAREY, WMINZZHNDFEN 8564.81,
B ZBEHEENREMITEREN 0.389, MEBHIEE,

B ZEESH FES: 1 (D+) (RBEENEL: [7.627->8.033]-[7.627<->8.033] 12E=: [1145->1206]-[1145<->1206] [m] X

Rl EEsT
BE
0.389| [ | 1002316| 100.00
B
£
foz
$TED...
2 :Zntzr. (x100. 000 Base Peak: 779.63/223 980
B 779, 68357, 43 e
2.0 952, 68
154 714,78 1071. 68 Ozamarie
1. a—
0.5 659, 83 1224, 48
] [ 1428. 48
0.0 L k
800 700 ) 9do 1000 1100 1200 1300 1400 1501 !
Hu|ew| mz JhaE |SEa 1] oin | g Inten. (x100. 000) 123, 7
1 Auto | 1428.430 6)5.99998| 8564.83632! 0.259| 13973 1257
2 | (4 |Auto| 12244800 7|7.00041| 8564.30904)0.190| 49560 1. 004
3 Auto | 1071.580 8(8.00022| 2564581760 0.146(131190 -
4 | 2 |Auto| 9526800)  9|8.99975| 8565.054480.115(176223 k-~
5 Auto | 857.43001  10(10.0001| 8564.72720§ 0.093 (222118 0. 503
6 | 7 |Auto| 779.68005 11]10.9992| 8565.39992} 0.077 225520 263
7 Auto | 71478000  12[11.9993| 8565.27264) 0.065|137595 g
8 | &7 |Auto| 659.8800F 13[12.9991| 8565.345360 0.055 46137 B 250 0 3500 L
e

6. ZEEEINEE

2.3 RERRESER

LCMS-2050 #MEITZ2& 8 MEEHMNEFES, m/z SEERAAS 2000, LU
LabSolutions ZRHFITZRBIRIEEFHTREIRZEBE D, SFILEFYRENEINTR %
RN TERARETFES. HE, MERENINSFESEIRS FENREN-0.03Da,
FREERES.

&2 MEEHENHER

e RN Bign¥Fe KD FE "= (Da)
S Ubiquitin 8564.84 8564.81 0.03
3. &ig

LCMS-2050 WERETCEZMNEAND FUEMINFENENIE, FINBEZER. %
K. EAR. BaYF. AXUEMDITZRZZHH D FENENF, KNE m/z500 2|
2000 —HRFIBIM 6 M1E] 13 A 8 AR BEHRINEFIES. A LabSolutions LCMS BY
REIRTNEE, RN FEITERN 8564.81, 5IEILERIREN-0.03 Da, HHRETEEEBR
THEED, RABETEZHRESREEED FEITEERENSE, EOMERETHE
BARD FHTRIERF o
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&1\ MALDI-8030 A F R &858 BARIIRE S R BiE

i E: ZRAYND FERFERAEIAIDNT, RHYREITHIRLEIRT, MALDI-TOF
MS BEESIMRER. TRBREDE. EREPENWFMR, FZXWASIL MALDI-TOF B
X MALDI-8030 73#7 T T & MAEMBY R IR BB A & A E) A, REFRIFLVIRIIEH D
FERRRAME R, NEHAYMERHRERH £~ T 2NN LS BBRHESE 51KE.

XP#iF: MALDI-TOF ZM#AY) BIXEEK NFE H&R

BARRR:

<+ pIMEEE, TRREDE, HIMERER, i fTEEER,

<« ENEER. B, RIBRIEE TS SIERAEELH AN AR AT RN 2 B A Y5
DFESZRAMIE o

BIEIEEAK (Semaglutide) (XIRDER, BEEERNEICCEN BRI 2T,
ROEMNFEXET) BEMIERATHERN—TISIRSERFAL-1 (GLP-1) K504,
FRONFHEMEENLHKAY), BT AT28ERRE, FNE B WREZHESR, 7
EEERIAB T a7 BEME.

ZRAYNE R EBEBRIEEY PRI, KFENMEREA=M, HHFES
 EEFE90% LA Lo 3 & ARV ZRREWDHIT D FE R A RN, R R8I RN EIF T,
AT 1 A EBTIMALDI-TOF BT (Y MALDI-8030X T & BI =R BN E BV RER ¥ EAH
Bl AL R R R ERE R B EHT D FE MG TRHITHERIANGF, FIfFA %
RS B RR TS E

7 a 0 o o 30 37
HiHY ﬂ\ A ERGHRIME TSRS L B GO A N BB LV R G Ge-oM
HaC" Lys?®
o
a H e . o K
Cr it or .
H
a
o
HH

oM OH

FZ51: H-His-Aib-Glu-Gly-Thr-Phe-Thr-Ser-Asp-Val-Ser-Ser-Tyr-Leu-Glu-Gly-Gln-Ala-Ala-Lys(AEEAC-AEEAC-
y-Glu-17-carboxyheptadecanoyl)-Glu-Phe-lle-Ala-Trp-Leu-Val-Arg-Gly-Arg-Gly-OH
1. BIEEEREH
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1. EIRERSY
1.1 {38

AR RSO B E WTAEFI% (Y MALDI-8030
1.2 DKM

OB R AMEEFRN Mo BB 2 150
B Jt # © 355nm BB B F ] & & : 1000
H#EE : m/z 1000-10000 BxoAslEmE(Da) 4000

1.3 HmatkhiE

o MEAERBTINR. AIEREKEKFEIE,

BY0.5 puLF@I{ER&RFO0.5 uL CHCA (a-BE-4-FEWER) EFVAK (10 mg/mL)
R 88, BATIRERERIENBE 9. RS RENRY LIEFFONIERIES, 7
T HASIE -+ ME R ERE,

2. £R5itie
2.1 FEBEREHRS FEL

X HIAME LB ER G IOTERN A MALDI-8030 #1720 FE/N, LERIE 2, Fm
KOME m/z4114.38 BB FIE, REEWRIIM+H]TES, R DFE 4113.37Da, 58%K
EMIER D FEB (4113.64 Da) i, Bk m/z4114.38 9b, FHFmIRKINE] m/z 2057.88.
m/z8228.42 B FIETFTE, DN NMAEYIRIM+2H]? 5 2M+H] TER . #FamPukEEEREL
RBir, ENEELRWNEIPARZRRES,

411438

[M+H]*

100

%5
%0
-3
80

- [M+2H]?*
b 205788 :1 _: [25:1_“'_!].
E 1000 .."C']L 3000 i[v_':I‘{‘ 5000 6000 7000 E:'; lj - 5000 10000
2. FE%E%”;%%HKE’\JE%

2.2 FEIERBERAMPRIEFES FERRBHIEN

RZFE MALDI-8030 XY 3 kBRI EMNEIER SRS KA~ mE To FENR
ko, BEFIED 7 (FRRBEESEAREN GLP-1 X IUMWIEIAD 7). BIFE &l
KD T Lysy HENe-FELEBAT (59F3 CasHeN3Own) B EINFIERD FITEY) .« B

KE AR FIEYSESFEERERN N MRBERREE (9FI0 CloHisO0sN,) i3

)
T
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A

ITREXERY)) , FUBEINE 3-El 5. SEEERE MBI RTEE D F 8RB g
THEERIE 1o
xR 1. AEREREMRIHRPEIGD FERRFINER

R it S 1RE
¥ B HER ~ 2R
[M+H]  [M+H]* (Da)
1 §fA9DF  CoHaeNsOss 317652  3176.23 0.29- THHEZRFEES
m/z3275.49. m/z3354.49. m/z
2 BimE Ci77H217N410s7 389240  3891.99 0.41 / / /
3621.47. m/z213524 %
m/z 3821.16. m/z3598.14. m/z
3 BEfE Ci87H291N4s0s9  4114.65 4114.66 0.01 / / . /
421526, m/z2107.81 %

BIRREHENSESE “GLP-1 XMW HERFIEZE (THFHIFS: 200880124022.1, FiEANEXR-EEHER
NA) , TBEMBRAEE: 1. REBRSEARAIRRE GLP-1 XUMFIEDF; 2. EABKT (FX
CssHesN3Ow) TERIIEDF Lysrs AENe-BEFHTRUBFIFIED FITEY; 3. BiED FIEMS S FE0EERN
NIRREBRREE (9FI CoHisOsNa) HITREL, REREY,

38R, iR FRMNE m/z 3176.23 5518, 5[M+H]'EEILE m/z 3176.52 #8757,
FRIEEER Ry, ENE ERMNEIBBE 2R, REFaED FAERHT,.

4 th, FSESNREESF (m/z 3176.23) SEIHEBRTYIMNEILE (m/z
3891.99) ,REABKEREIRATY, BRNATESE, RMNARPDERLZHIED TEE. Kitz
AN, WRME] m/z3275.49. m/z3354.49. m/z3621.47. m/z2135.24 H=S&, BIRERNE
A A2 AR RV RN,

B 5, HmERIQMNEIEHES FITEY (m/z 3892.35) S{8ELfEBirr=¥IH miglg
(Mm/z4114.66) , RPAKEHBEANLN, BRNATE, RNARTPNHERZLKBEHKNEIRSD
FITEMNERE, FRIbZSh, HFmEKNEERZH6, 65E m/z 3821.16. m/z 3598.14.
m/z4215.26. m/z2107.81 %, AIREANBECIREF =%, NHERFTON, BEITFESTZ

RS L.
v

317623

5 AIESF

% Intensity

313863

1000 1500 2000 2500 3000 3500 4000 4500

mE

3. AR FRIFEE
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- 327549
P :
AR T
. v
% 3176.2
85
80
75 -
" pseas IS BIFTY
5
1,
S 3891.99
z 55
)
£
#® &5
404
%
30 362147
E 1
5 130478 |
15 3944.08
10
7
<) 2135.24 i i 350462 miza
0 B L,
1000 1500 2000 2500 3000 3500 4000 4500 5000
mz
Hl =z S
& 4. BIBEFYBIFIEE
4215.26
100
9.
%
8
&
:s
m
6
€.
z S
;E ) 382102
S o 118454 ]
40 21078 {@wﬁ
3 v
2 spaz.ss MBS BATF40
-3
2 kS [ Y
3598.28 i
15 A
0 I 1910.66 ), 'm_m J “-,“?
5| 1pegs '-'t | | |41
o ,..f.lJ L L - 110 .J_L_Mﬁ
1000 1500 2000 200 3000 3500 4000 4500 ]

mz

5. (BEXEF YIRS E

3. £ig

AW B NELUAHBNAUC IR EE R ¥ITRE FiE MALDI-8030 XY E)E&E KA mAN
G R REIAT @ T FERR TN, THRAED B UNE R EREMIR IR
5, DITRER, EREB. BN, BIRIERPESEFNRETLHNARNSDm, REH
INZHBIEHD FE. GRMRRRRAEMBE R, NERAYERNRETH. £-TZ8
MUSHERESE SR,
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MALDI-TOF tRESDIREZ B ZRAYRERN S F2

i E DFERTNRI_BEENZRAEZAZEANYNERER, AXETTNA
MALDI-TOF ¥R Z —EBUZMAYRBTBITRNNZR. BZ ZEFRHD FENN
FAZG], RTEBREREE. DIMRER, PIEAZRAMER N REREITHNE
%o

FE§BiF: MALDI-TOF RBZEHZK BB %K

BARK:

o HIDEEG. BIFEE, FUREEZ RS KB B2 “BRZIH TR
S,

« EEEE, RIESFREENIEZ - BEBRTMDLRIES

SHNEHEQAYEELIES, ERERFHR, BEETNESREQBRER, ¥R
Hit2. EEMNEQAY EHITR ENEM, PILRERFRA, ERAYREN, =BS
BT, BZZE2 (PEG) B—MHAMEIGEERTHARNEREEY, FaERE
RE, NFERRI_ENEZMNEHEQES EREBITHNERET. (TEZEH (20204
FR) ) 1R BT LUK A E SV BRI M BB B YT [E] 5% (MALDI-TOF-MS) 575 7% 7E !
mFDFE, WRZ EEITEEBEE AR & 81 THEH ] 23X A &MALDI-8030
FOESPEGIUZ AR ZRR. PEGIREI D FEHITIVN, DITRER. BIFRE, &
REW, PJANPEGHZMAYINEINR. BINMENHINUKRHREEFIREHSE,

1. EIRERS
1.1 %88

BB AR BB Y TEY Bl BB MALDI-8030
1.2 3rFH

R AEERFRERN M B & 75125
A Jt 8 : 355nm BB B F ] #® {& : 1000/5000
3 E : m/z 1000-50000 BoAs| & (Da) : 4000/23000

1.3 HamAiibiE
ZEk (M\W.3542.87 Da) : FREMFRINACERR, EEHI791 mg/mLAvHEE R TR, BY0.5 L
G TVERAMO0.5 UL CHCARBUARKOR ¥, BATIREENBIEDT;
BZZEE[MPEG-PPMA (-23k) ]: #REMFRIMNPESHE, BEHIN5 mg/mLBERT
B BX10 ULEFERITIER. 10 UL DCTBEBUAR (AT ZAE) . S5ULNaTFAKERES, BY
1UUREBRSEE, BARTIREENBEDT,
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RZTRBRUZIK: EMRIMARESE, ECHI75mg/mLAVFmIIFR, BX0.5ults
mm LYERAMO0.5 uL SARBUAR R, BATIREENIED .

2. {R5He
2.1 SRS FENE

ZRER (MW.IEIE{E 3542.87 Da) HIBUEE (B 1) P, BE] m/z3543.96. m/z
1772.62 5 m/z 7086.94 NEFI£, BRI ZEKBIM+H]* [M+2H]* 5 2M+H] L &Y
N, WEMH FEKRNE 3542.95Da, BEIRE 0.08Da, FIEFEBHRAEE T, FRERL
B9, HRIAKME] m/z 3498.26. m/z 3526.25. m/z 3604.47. m/z 3688.62 EEF15
S, ABEANERTFEBNRR,

[M+H]"

3543.96

% Inkenaity

o .
® i
__i!:
80
.
50
0

| RUAT e
30 ¥ o
2
3506.71

10 M+2H]2 '

I 1772 alz 3528025 [2M+H]
. Ties ‘.L 7086.94

1000 2000 3000 4000 5000 6000 7000 8000

| BHEREEE
2.2 BZIESFENE
527, ~ B2kl mPEG-PPMA (-23K) BYBRISE (E12) , HIUE) m/z23299.09 5 m/z
1165130 WBF &, RBPESHBENANENTED RN PEG EEB[M+Nal'5
[IM+2Na]*BF, hEYIHD FEKNNE 23276 Das AEMANRARE KFENEZ _ERE
NFErEE—TEZER, FA MALDI-8030 #l PEG BEIMSF=, Bl EMHEHITYIRIT
#l, MEAIMERENER,
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[M+Na]*
23299.09
100 [\
80 i b

% Intensity

o {
0 [M+2Na]?* \
1165130

I B\

10000 15000 20000 25000 30000 35000 40000
mz

El 2. mPEG-PPMA (-23k) FR¥HRIEE]
23 RZBUSKIFENE
PEG {217 4) PEG L Z BABIBIEE] (B 3) £7R, PEG b Z ik FEHINIE m/z 26843.70,
5 mPEG-PPMA (-23k) #BLLHFEIEIN 3568 Da, IINMESZRRE (BEHFE 3543
Da) nFE8IiuL, RERK, ZMEY L PEG BRI, FIEM 1 9F PEG.

o

- n:;{m
w0 .'.
[M+H]* . | 13568 Da
- :5511:: ) | e >
0 ."I z ¢ mPEG-PPMA (-23k) |
I i ow |
n t C |
a [ N |
; ° (| » | 8 PEGILBIL
é_ ® | / 1N
® { { Rt . =50 £ T W
n |
® ,' | PEGHZ S PEGEEIMPEG-PPMA (-23k) MIXIELE]
/ \
e =] T ) 0 ) =
PEGILZ KB IME

3. BB EIBEE

3. &ig

AW A E BT BB ({TEYEIRIE MALDI-8030 WWERZ —EEHZ AR
HERZMMBZ _BE#fToFERN, 2mEER. BEEE. BENGESEMN, B2
FYIREEND FE, FILIREFIMRZ “EREIMMR, HXREbEITREITH.
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A

EEWIRE S MALDI-TOF MS MALDI-8030 #{T& RAk
MREREF

B E: Be, slZREEYHT. REFREFFIENNABHT 2. EITRET %
MR, GINEERISEFLATT. AYNERERASGNTR. RMUEML. EEFAEE
®itF. MNERE—TEYRNATE, ESR—ITEERNRES S — 8 ERNR
B2ZBIMRE, MIZRFMERAE, JENVERTmEEEE R (I, SGRIER
FERNEIFY) , AFEBRAN IR, FERSMESTRER, REIEH (quality
control; QC) ERMBMETmAHEEEEZME. MALDI-TOFMS 2B THIA
AN FEENREAE, AXNATHATEAEFREINTEMQC DTNkt S
VMU MALDI-8030 (EL) o MBFRIHMREU T HEFEIER,

I REHEE R E B RREIR L YRRy e B

i, EDERE NS T, BIRIEEBIAET

0+0+9 -» 0000 o0

Y =777 BET=Y (+8H)
MALDI-8030
R
B

MALDI-TOF MS

IR | .
EEFE B FHst
BRI R, P,
VS 5 TREHT
(*FZTHMED)

1 BTFSAERE QC 534RBVFN4R1E MALDI-8030
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BARR

< BEIEAFHBVEIUMALDI-TOF @i, BRIAEFNERIAKIREEE,

<+ BRTEHTREEBEHERNZK.

<+ BTRAASENERINSYINEFRIN, FILrRSEERES TSR,

1. EIEERS

BRZMEREBachem (RE) MIGRME. XEVE2 MARNZK,

1) iKD: 8852 M5RaBREELESHNNEREEE

2) BRA: DAF4fbAanib szt

HmELRE/ K11 B&GTHIE, BIBNSIRME, RINSARIMNER0.1% =R
(TFA))o ZEMALDI 2#rehR, FRERRIIEAS mg/mL Mo- SE-4-BERER (CHCA) [ 2
BB/ 7k (1), BRIBNERRMEIRZFARINTAZAIN0.1% TFA] —EEREE,

2. ER5Wie
2.1 BADHYSER

2 PRRARKD RENEAE FENNTMALDI FUEE, BEAEREFEN N2,
FRAERTRENEE, FEREBNYEME (B2a). WELSRMNLNHESFEX
MM EERY ML (G218 {Em/z 2375.068) -

EHBFEIATHLREE (B2b) F, 2 MAREBRESGLURE, MIMNL e
MZRK (EIEfEm/z 2532.966), FRItb=z 9N, MBS ERL MheB2 MEEEXNA
&Y FBILEDH179m/22453.010 K&2373.052) . PRAEKNE Y BMEER B HITEAIR
P8 ()} FImRE—REUREENDWER), BREBERT.

m EFEFER -
901 “HATD _ ! 2374.959(r4731)
| BKD [M+ HJ* m/z2534,982* 1
o] EX m/z2455.025* § | |
w o] EE24 m/z2375.068%* il
'g* o] *@ipHE N,
a0f 2535.0 R TR ]
l mz
il 2x50y ¢
i
X
101
o) - . ; ; L ‘ A ' .
1600 1800 2000 WZEW 2400 2600
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2452 {r5963)

b) \
9 AEFER =

so{ BKD [M-H] m/z2532.966*
70] | &EEK 1 4S0; m/z2453,010%
o] | E4 2 150, m/z2373.052* o

J

\

452958

N
o
%AM \

2532, Jr‘ursgaa}

% 0]  *ERiCHE -50,
& |50y \‘ U\
30 ' "k:\
: 2530 2535 2560 2545
]
20 ‘ ! \ /
| 1
10 23{3.03 / \\
. : . 23?36 1{r5955]
1600 1800 2000 e 290 2400 24
2 bk 0 9FEHE

a) EMFHL QREHNEEE 2 MRENNFERE,
b) AMFEL: BRUNEEX MR MTRBANERE, EHAHREHERNNERR,
MR W ey R (LR AR S0/ AT, SN e R 6 (X RS ME () AT,

2.2 BRARYEER

RRATER A — 2RI IN B fE, UFAURARI IR, FAKENEEARE
ZRERAPElR, E3a PR BA (FANE) FEEBFEINTHIMALDI FikE, BILMER

, BFRARESERAFYHEESNEY M), RISEREITES.

REEZ T, ABFEIVTRIMALDI FREENREHINEY), BIEEMT 4, BTk
ENEZ (E3b). ARMERENT, RLTYIIIURTFNREBETALN. LXMHEE
WERTAA VAR (B4). i, AB AR TIGES B~ may) 2 m
A, REREEMT 4.
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a)

v
b4 108 1731.826
EBFHR : a)
£ o W RkA (mvz 1731.829%, [M + H]Y
¥ BkA(mv/z 1731.829*, [M + HP 0 N O ZEM + HI
] O REM «Hp b died dumany
i & anamy 7 AwnaET
« | A SHART §9 aene
H ”" BieAE 4 A
& o A s
o 1342.794 P 753,909
A g o o] 0
e A 754016 3 o
9 Py ‘:ss?sg 4 1 : 1302688 ME6T5E o g0y 1616812 l
H 1543949 ’ . - - - - : - e - : L 2 - o i
" }ﬁsnil ll 1‘16]697} l{ 100 1180 1200 1250 1300 13S0 1800 1450 1”20 1550 NG00 S0 1700 1750 1800 1ESD 1900
Al s A

L 1100 1153 1200 1250 1300 13S0 1a00 1450 1500 1550 1600 1650 1700 17SO 1800 1850 1300
-

v
b) v 1 METHR T
1720870 b
109
AEFER ST )
- |
¥ BKA (m/z 1720.813*, (M - HP) gl
&) “Wiel
O ZB[M - Hr T
1 micHE B
& Ed
" o]
l; 5o
" 1454 828
it 2
| i o o} o
] O 1300808 1454743 O 1614745 "
& 1”0?% 1100 150 1200 1250 1300 1350 1400 1450 :"5&;0 1550 1600 1650 1700 1750 1800 1850 1300
1
1541.513 9 bl s H4a) BA EEMTIITH v B (D) © BRDAW-—MENSEEL.
4 Bl BAEANFEITS v B (508 © DERSENEGRDsERLL, BREDTA.

1100 1150 1200 1250 1300 1350 1400 1450 1500 1550 160D 1650 1700 1780 1800 1850 1900
ne

M 3a) MARERTHEN TN AL BAN (HRET) : 2788 . LT B
bl Bt A EMRFEITN M BN (ERES) & F 8.

3. 4ig
AN ARBHBFRINESHRQC DTFEMIL. BRAERDTH, EBFEN
KWNEANEN, B4 DARGRILOLRE, HTmiER, NBEFRABNER.
1) BIEERFREERE, BRI TENYIRME,
2) THBFERAT, HMeVN~4E2ER), RIPTSFEEENTS, B2 T,
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RAZERNFN PPSQ-53A #iTEEREBNEEHHASE
BRES N imtERs S EER K E—EiE 1Tt

B A UAREERNFN PPSQ-53A, BN T BEBRBIIEERMASETEA
5 N Imal7 S MEMF AN RER KT, BYESERENERNBEETHALLER, NEEER
BB B NRIANA R REFRITRESE,

X5 BENFN PPSQS3A EEEFT MEIENEE

BRERIKHUEZE (Glatiramer acetate, BEANGA) B— AT EHMERZIEEY),
HGlu(BaER) . Ala(RRER). Tyr(BaiR)MLlys(Maik)SOMa2ERRETIRSmAL, B
BHIZ TEVARTAKIE (A& Copaxone), BTG ZRMBEWE (MS). ARSI
BENTAEE, LEAN BEREBUESNFIANT LML , #RETHH=.

FREARR A B EEE IR, BIRERERRN, FILSD FEEHE—TREE
BElo £/ T ZHeRE LUINFrRTIRE WEE Pl eeEAMRIAE D LA A E T . BT EEERI
HEER—MEE—RINFENRERFIINGHNZIORSY), WEMAEDHITHBO M
B rIReth &, EILAXIERERS IR BN S RALGET BTN, FERARE
BYRAEF AT 2 EBLH 7 HITEIRRE,

TEEMREZMNERE[RAYNEWIEFIY—MERIES, RKAEEdmanfERERNERN
A E AR Z A/ EARBINGRRERFFHITIE. EENFNEBRERSENAIHRITE
hEdmanf& iR R ENER, PIRRERM ZRERNINIRRORTIEI TR, B EiEa
RENEFERERME, SREZIE. & I XINRRIEBRFYHTEMEDTIN, FIE
BAEBERENESRES], BAIUNEZRN EFEERTNRERABHITEED
Mo ASCRAE MR PPSQ-53AMIE T Copaxone 5 AR MHA I ZIN I ET /< MEIFHIAE
WREFKF, BTEFTZRIREAES ECAENEERRKFRIRY, BILRRE
S{HEHEIERGIU « Ala. TyrfllysHFOMRERL RN EINEN S 8KTHNES, Ah
RIARA A REFRITRMESE, AENBEREIER NN SRMEG—BIEITNBIK
1o

1. 2I8ER5

1.1 {%z8
EHMFY PPSQ-53A
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1. ZEUFN PPSQ-53A

1.2 Bh&H
GFD gz, BINHILEN T E—MERTB5RE),
1.3 #H#manhiE

BN2 uLAF@INKERA0E, ECEAFGIIER. B0 uLF@ITIERIMAZ R EZGIE
IFIBAARE £, FIRERERIPPSQR N 28 EH1THT.

HFBINEAZEE, ALK NESERA, RTRERLENEE M HITER, LK
AR T 3 MR R B2 Copaxone LUKz 4 M R B9 AE R 625

2. BR5iTE
2.1 PTH-SERESIERINIX&IEE

MWiA 19 M PTH-RERBVESIVER, BTERELIENERE, PTH-RERESITE
mm B T A 2,

mAU
100 =
L
~ o
1 'r.:. ';}:
00—_ S22 o oy 5
& " 2 g
1 - BN = —
o—ll i
— — . ,
0 5 10 15 20

E2. PTH-2 2R R SE AU N E
2.2 BRESIRHIE BIRAZCopaxone REFHAFIZANIHEEEEE D irEiLE
BRI B BRI A Copaxone SEAEHHABIZINIHEI6 R EER M 9 6 3 ER G0
E3. MEERE, BRSNS ERMANBHAS MEFIIRMEIGIU. Ala. Tyr. Lys%4
FEERR, X5HMmAGlu. Ala. Tyr. LysE4fha BB ETHR—H. BRI KRHHIZ8
B A o
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DPTU  Cyclel
Lys
. AN
10.0 155 151.-" n -1_r5' o "'!; min
DPTU Cycle 2
Lys
~ Jl_A N\
3 ‘15\'.‘" o r'|.‘:l!-l o T‘!-r.SI nT 1‘I!r " ':?f;-:T ' ;mn
o] ol M oeTy el
2500 - Il Tyr Q
50000 Glu Ala DPTU C}I"Cle 4
22000] LTAW Lys
. "t ¥ _ JU
= e
s an e OPTU S(Zycle 5
m Tyr y
“-.,,.i ..... ﬁ“"‘JL J—
B Glu pla nDPTU Cycle 6
] Lys
Bk Tyr A
2.5 5.0 75 10.0 125 15.0 17.5 20.0 min

E3. ERERShI B BRI Copaxone SEEMATIANHmEER DT EEERE (1-6783F)
(B EHi¥Copaxone; £t 5#IZ5; DTT. DMPTU. DPTUJ9izli&)
2.3 EEEERRHIE T (AHIA 5 R NIFHEN SEE K T —HIELL R
PPSQ-53A AT LB TIERAITIRSG, HITIREFEATENMERPSEERERE
Wit. BTRERMNENESH R SN —ELEIXR, AIRIBERERIN &L EHNE
mAAIE R E, SHERBERNISKERTRIE, RIBNSEERNEERERSE, 1t
BEMEERNERSE, fId, GluENERSEN:

s B mol(Glu)
EWEREE (Glu) = mol(Glu) + mol(Ala) + mol(Tyr) + mol(Lys)

RIERERENEREELFIRM AT AZEFRFE S ERENENEEE, ILE4,
MEBEXRE, HHASBEHRERERSBESRMEEEM, BCAHHIA-HRIM
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GluRYIEST E BB&(E, GAMFIZ-HURANE B TYyriEX 28885, #RIFGIURIRIES
HRAPTYyIREES ESHTENRMHTZHRLL, LUFMESBHIERETEE. GAR
BRI -HOR2 K CAR RIS -HORITyrE sl ER B S EtiF mBRERE, R hhlNErT
ZRREFEES RAATRBM G, ZERAINNHRIZHNH A NREFRITRESE,

Glu
18.0% 70.0% Ala

16.0% B00%
14.0% )
12.0% 50.0%
Lo ¢ 40.0%
8.0 30.0%

6.0
) 20.0%

4.0%
> o 100%
0.0% 0.0%

0 1 2 3 a 5 6 7 0
Tyr

25.0% 350%
i 300%

20.0%
L 3 250%
150 200%
1004 1508
10.0%

5.0%
5.0k
0.0% 0.0%

0 1 2 3 4 5 6 7 0 1 2 3 ! 5 6

4. FEBRIEHIEAE Copaxone SEFEMAHIZ N inal 6 MEFE AR KT
(21T EWEREE,; B B

3. &ig

AN A EREBNFN PPSQ-53A, EENH T EAEISHIEE RIS R EMEHIZI N
IRl 6 MERBMENEERKT, BIRaERENENEBTHHILLR, NBFIKNFLR
NEFRIERETSE, AN, A PPSQ-53A MYAILIATEHMR N s 2R~
TR, BRBTFRSERTFRERANAENEED .
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FZFAZERNFY PPSQ-53A NIEZ3E X B NREEFT

B AVARREENRFN PPSQ-53A, AR LERE DTG IRMELR N ihE 7
MWEZHEZR B2 AHEITRERF IO, WS N mRERF7 Thr-DABA-X-DABA-Phe-
Leu-DABA-DABA-Thr X {RIESERE) , 5IEIL—H, AFHEIRFRE S, IR IS,
PIfEAZMEMERRERF T DS E,

Xigie: ERNFN PPSQ-53A REMFS| ZHEZHB

TR, ZEMAMRMY LI ImARTVERILATT BT B2k, Z3EERB (Polymyxin
B, PMB, &i@ININEL) WEHMATIRKATT, EEMAAN L EMAFE =AM ERR
WERE—8%. PMBARBERIZMSNER, AOMERSE, HPLtReNHhERA
DEFEBL. lle-Bl. B2, B3, ANREREE=RRR. FRER. XRIK. NaK. —=
BETR, FRERQRWEADES, ERaBERYNLE, BRiXZHERBEWIARE
BRNRERAMNN D BERWEDITE, S8 RFIINMTIRE. 2B2RFYIZ2HEE
BEMAIEEYEENERENM, BUEWNSMERBNEARFVIEITHIL. WRaERY
B ASEKEENFIENTE-BE/REE. ERXBFUEREDT, AMXRTE
NENZREARESY), TEAESMIRNEERLEMR, EdmanfEi#iE BT LITRHNL
EfRfE, MNIRFRNES MIRRRER, EFRELNGERERN-2E. A5LUB2
B NF, WEHTOBALMEBRERE, REEMEN-BEERER I —aE T R,
R T NimEd i, BT PPSQ-53AME HRERRINF. %77 ARIFRIR. MR FISE, BIfF
NEREMER[ERFT DTN ASE,

NH, K 0 Ry
H 2 H
O _N_Z . _N__R
N N 0 0
B HN
6 i H
/\OH < HO__~ o o
HN_ £ NH
N NH,
o H
NH,
1. ZZEE B EE
*1 ZMEZRBHDEER
Polymyxin R1 R2 R3 R4
Bl CH3 CH3 D-Phe L-Leu
B2 CH3 H D-Phe L-Leu
B3 H CH3 D-Phe L-lle
[le-B1 CH3 CH3 D-Phe L-lle
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1. CIEER9
1.1 {g8
EENFE PPSQ-53A

2. AN PPSQ-53A

1.2 &N
GFD ##TiER, BIREISEN 10 (E—MEFAABE RN

2. #HmAnibiE

ERBRBARALGEZHEZRB2AD (PMB2), IIATLTERE QB EHHITERE,
FRERNIRE . PMB2ESARE VST ILES. WL RBRAX BT BAl, R1F
EFRN-BRE RSB b E 1L — &2 & T BERAVARHE.

z H
/\OH < HO_~ o 0.
HN H NH
TN N,
O
NH,

m/z 963.5734

3. ZHEZ B2 BEEHEY)
ARG EEFmEENAEREL uL, IMAZRERRNEREIBAER , TIE5
R E RN EFHITOMN, ITCFDIER, M RNIRRII N REERRFT .

3. £R5ihe
3.1 PTH-S 2R SR MR &EE
Mzt 19 # PTH-2BBRAVEGIVER, BT REHENERE, PTH-RERESITE
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oo ERE T E 40

mdLl

BCH

50

404

304

2H

104

0

-1

o 25 50 75 100 115 180 175 200

El 4. PTH-R AR B SR /EmiUE IR ENE
3.2DABA (a, y-—SETHE) fE&EmaHh
BY DABA (a, y-—&=ETH) fpEmLL GFD B b, BESTERFUNEI DABA
NESE, ZESERIHIENEIRTFmZREEE B2 18I DABA HIEREIRVE, BIEENL
&l 5
DABA DO1. led

mAU 250
)
] E =
200 5 b
1 & a
)
150-]
i -
100 g
b a
i <+
1 =
50 a
OJA_JL/\_A_—/\;_J;_____
— ‘

0 10 20

5. DABA #r /& s Ui B
3.3 SERAENSHER B2 SERFIISITEIER
N AEBNF PPSQ-53A D2 BRI ZME R B2 ANHaERFY, BikE
WE 6 Fi, HERH, FmERaEERFS179 Thr-DABA-X-DABA-Phe-Leu-DABA-DABA-Thr (X
AERLESHLYE), SERIIF—H. S=UaERTRMEPSESSERNIFRE,
8 Edman RN AL, —isit)HF, Z—imhSEPREREE, FHitENFEETR
BRREST %,
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mAU

PMBZ DO1.1cd

Thr
DMPTU

DTT

DPTU

1254

100

-
w
| | I - | | I

(s
=
IR R

PMB2 D03. 1cd

10

DMPTU

DPTU

PMB2_D05. 1cd

10

DMPTU

DPTU

Phe

mAU

FMB2 DOZ. 1cd

125

paga DPTU

DMPTU

DTT

10 20
nin

PMBZ2 D04. 1cd

DPTU

DMPTU
DABA

min

PMB2_D06. 1cd

DPTU

DMPTU

Leu

min



PMB2 DO7. 1cd PMB2_DO08. 1cd

mAU 125 mAU 125
100 100

75 75

] = ]

i E 4

50-] & 50-]

DMPTU
DPTU

[a]
S|

—  DMPTU
DABA
= [\l

| L1 Icf-l L

:E DABA

1

0 10 20 0 10 20
min min
PMBZ D09. 1cd
AU 1254
100-|
75
1 —
- £
50 = =
1 =
25
] =
] =
0
— .
0 10 20
min

6. ZESREALIERY PMB2 S AR F YD AT BIEE

4. £5ig

AN ARREBRNFMN PPSQ-53A, WEITLHEREBMAENSZHEZ B2 HN#HIT
QEREYIDH, ME N mRERRF Y9 Thr-DABA-X-DABA-Phe-Leu-DABA-DABA-Thr (X
RRESTRE), 5EIL—. PPSQ-53A XA SPD-M30A g, WNRSES. #B7F
BE, BEVAYHANRIEEERETE NN IR,
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F 45 ZFFIDH

SICEYIE N —KEBREYFT, EEAITREET ZHNARR. A, #T%
RO FHRREME R, HEFFTEBEFERENTREREENRER, BNATIRS
SRCEAYIBIREN. BRENEMNBE, fMmEEFE2AIME . Eit, XZEH
YHIFTI R RVBREAR R AR RN AT DI AIE M BB EERE

SO FHRERT N EZRR T HD FERIEENAIMEEFRFTE, ErpiEEg
TEREERIEEER. S8, HBFERS, XEEEFRASBEEZRD FZRNES, A
TNEZERRER, BEARBTAN THIFINREE. ABMLeEEEEE2FM, At
FENHBTERN RN, RIHFEIEE (SEC) BERNONAE, ESRENE
MEEHIFIFVZRBAEMNTEIEENERER, tIh, LC-MS. MALDI-TOF A Q-TOF t37]
UEEEAR, NWREEHTH-IHEEMRIE, WERITEREMIENAIE, 2%
MFRBRAEEYIEERAE, MALDI-TOF LU Q-TOF BILURIFRINY SRR R EMERHITH
Tkl

Z BRSSP RSB RLR INST 2 A R FRE AL RERY KRB A R 2 —o XEEAHFI 25
RIPF. il REVEIMEF. IMEFIA pH BETFIS. ETRER SIS R HED
BYAERKANEIE, MMEKHTRIREHAMIBE S, % UANE I SERE). B RRERE
£, M pH ETFIWAFIETHHEIFIN pH @&, URERGREMNEDFBE, BH/ pH
ETFIEEREREE T BREF. N TXEEEANT, SEONGEARERNTR,
FREEHFIPHSEMND BT EENK 52 EBBRRIAE AT LAY 2 RS2 H57 shAgHN
RSFHEE8HTINE, EHES. BIGSTAXEDTEA, B EITAHIF F5E
FEAINFIBIREMEE, RNFIFIRIREEHIASUHR A FepI KRR,
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A &I MALDI-TOF MS 33381 FRuBR Z 3 m#t 1 TR EMR S
h

B B AXNADEe ARSI B R YTHYIEE MALDI-8020 X¥5E 57 A3 AAR
ERTHIF R R ITRIE DA, TR PR A T RNEREAT I, KRB
7 MALDI-8020 AJ LATEI{EE. REEHIXSRIBRERTHITRE(MA DM, MALDI-8020 BEEZME
VIR ST 75 BB B0 2RI Ao

XE: EREBBOLHEREE (TYEIRIE MALDI-8020 MIBREFT ZREM

RIBRERT (thymalfasin) 2—MUF SRR M RERARNZHEYFEIT, BB
REZEINENIER, IRKEFBRATIEBECEMA, UAFARERERENEER
EIBRY), 2020FHERIBRE, ESBREENRIVE—4 ZNA, BTRE—&E
SAGTRERERED, ERDEZURREHEN GhEERRsmAERE. B8
Bmfisr AR GUTE =R o

TERN—TZREEEY), BBREMELER . BENThIERZTEMRERER, L,
REMNTFENRESEEERERY GINERNIBRN), EHAYNT2ENEY
Mo R AP REEHTENAMTY, BNAYETREFNHN—TEERTH.

N3N F B TMALDI-TOF BT (Y MALDI-80207E 2 MR MY ARE SRR @ s itE
YRR AR UURER KRB EHIREED TN, 7FAER. RE, SREZEASRE,
IVEANZIRAMBRERD TR B E mlF Ko

1. 2I8ERS
1.1 Y88
ST E BB SRR BB B YT AT El B {Y. MALDI-8020

1. &3 MALDI-TOF i1 MALDI-8020
1.2 DEH

TR LM EBFER H#ESBE: m/z2000-50000
BUCER: 355 nm BBt Rs HOtAEE T 80-100
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A

1.3 #Fmaistig

BX0.5 uLAF AR 0.5 uL CHCAEBUBRRIOR B8, BATIRERERIENRIE Do
2. ER5Wie
2.1 EmitiES AR E IR AN

KRB B EHEREERISIRREE, B 0.5l ARREEHERE CHCAE
e BEfER MALDI-8020 #4174, ERILE 2, BHFEEIR I, KZE m/23109.02 5 m/z
6200.4 NEEEFIE, Hrh m/z3109.02 SRBCERBIRAEMEE (M+H]) D FEBRT (9ER
ERTRARIRICAEXY D FTE N 3108.28 Da, MNEIEIRIC/IEEEA 3109.29) , FRRBR AR R AHY
BFUE; m/z6200.4 DBMBLER RAEN D FE (3108.28) B9 2 15, N NMBERR —E
X, FIBEEE SR —BIABIMIE TAEXY D F &/ 17 Da BVEH,

+ .
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3109.02 620049
100 7 :
%
%0 |
|
8 |
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P
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&0 === ©
- 1620044 E
g o ] ) [2M+H];
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40 h I'
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% ) /'
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15 1621p.59
0 ] \ [3M+H]*
. iB18f.0% 9325.02
o L - N — — - —
6000 B000 10000 12000 12300 16000 18300 20000

2

2. BmES R ERFUEE (m/z 12000—20000) (E: XMERDFEN 17 Da HIEH)
RepupR £ — RIAPUE BT E MR (B 2), BILNE] m/z6218.55 WEFI&, X7
R ZBRAERINEE (RM+H])o FREMER ZERRSIS, HFmiltllZ| =8E. MBAEFEZERE
MEFE (B3a, b

[4M+H]: [SM#H]

I [6M+H]*
[8M+H]*

f | [TM+H]"
/ { |
J ol M N A é;

3. B S AR EBUEE. a. m/z 12000-20000;  b. m/z 15000-35000
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A
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¢ _'_-.'.v&JJL e = e
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A

[BIAX 55— M TR, PRI ERE A Bk, ZRESFZER

I (E 4)o

100
95

88

% Intensiy
S5 88 4dd4

cnm o B3R B8RES

=I5
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3

15
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310_9.I6
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NG :
1 E
3 L sl [ [TMHF
» .| i
. fi -’f | [8M+H]*
2M-X'+H]* i | [9M+H]! '
[ 620-0-38 ] :! 00 ‘.ocl.v \l?;” 00 : ‘%ik I\"m :EI. zf:;n [IOMt\!i] e
BEMAE (m/z11000-35000)
3288.70
6219.99 [3M+H]*
618§.36 932}.58
4000 6000 2000 10000 12000 14000 16000 18000

mz

[ 4. B— AR QEUFRIBE (m/z 12000-20000)

a.m/z2000-20000 (F: X*KFDFEH 17 Da BWEH); b. m/z12000-20000; ¢. m/z 15000-35000
2.2 R EFER AR RS R
NFMTXLERBERERE B EEIER =%, W EMEEZH T TN, LERIE 5.
FREER I, REREN —RETRERZAPFE, ERONEEEN =24, HRAEEHM
LRI .

6200.11
|

B
rd

[M+H]*

310993

81

2M-X"+H]*

L
=

af

»
E
=l

| |

1 ‘ ‘ ‘ ‘ l

o 1l 11l

= = = L= o wE

/.

4000 600C

mz

5. BB ERREIZGPUEE O XURDFER 17 Da BVEH)

SRR AR R —RAHITRES BN, FEONERESFRPRLEITER
DUZBRERNE (B6), XRATHRNASHAIEY, KUEREHFERE—E, LML ES
HAZRSEREAETIAZE, MALDI-8020 ] LR RIS #5758 2 IR SRRV 5

M, SHEEF IR R Em B B E I EITRE .

1T m;
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0. §200.12
354
%0]
ELE
80
754
704
654
&0
-E‘ 554
i 50
* a5
0]
354
3]
25
20/
154
10]
5] 00.99 618038
* 200 2000 6000 3000 ECENE 12000 16000 13000 20000
6. ENBABIRER A —BEBRIEE (m/z 15000-35000)
AJ
3. 4ie

XN A NERMENS AR B E WTHYERIE MALDI-8020 XP5E5 A RIBR ZH 54
FRFPNZRBEERHAT DN, TRHERIIVIERRIENE, AJEEETD T2/ HIF
PEREGNFERRHTEN. RN, BFRLERERZHEHD FE, FUXHFETPZBY
HRG. FPHTON, BEEZMAYREEFNTEEEN ZHINA.
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EVEERASAERTHES R ZSNSREGMPENES
“RIEMEEMNMES ZERERR

# B AXKADZEYEERERAEERIHEEIRE, AR T —MU SRR HMN
G " BAEMIERNE S —RIRRBIF A5 UEREHRA SEC BRI LISRIMZRRER
o HNEE " BENFENES " RENERDE, 0BEXRT 1.5, B8R, =18
WRIERE BT BIA G EMBIAEXARERZE (RSD) 2%57E 0.024~0.025%7 0.048~0.130% = 8],

BE MR LAY RH LRSI M R IR NS S ZBIK, IEER B 27 6.934%:

XgE: £EYEERIE RIFEEIEE ZRAY HNESRENR FHNESRER

SRREEZ IR 2R BT IERN IR EENNET, FERER. SRR
ENRAIESERAYEE, RTFRAREMERRERE. ZRAYHPRECRENDITZS
YA R IIRHEZ TR, BXEK.

SHAYFNRERE I REET Mk, BEIRRSUFRERMERNENESER
K, AR EBIER. B/MEEFRIEES | HSFHFFRIEBEFRIRNIEENEER
Sk, HPHNEERERSMENRE, ARERE; FHNEENREADITEEERX,
MRERL, RNFFREEEFRIES, SR AREASRITAESEREFERNER
TERAEM, MSRREFRERENRE,
ISCRAEYEMERERAREERTHBE®IE L, FRT —MONZHRAYHHNES “RIK
MIEENEE"RAENT L, HENBEN. REASE, HEXKNUARSE,

1. SCISERS

1.1 %88

ARGER BREVIBEBEMRBBIE RS Nexera XS inerte RAFEEN:
g6 8 . CBM-40lite i < #l @ DGU-405
B R R 1 LC-40DXS] B & # 4 88 @ SIL-40CXSI
= & # : CTo-40C W # @ SPD-M40

&3 T fEuy : LabSolutionsVer.5.111
1.2 SEHG
5 3 £ SHIMSEN Ankylo SEC-120 (300 X 7.8 mm I.D.,3.0 pm)
2 (b8) RNB’MAERAT, P/N: 380-01215-41
HOBR R 100 mM FRERERAKGAR (B 20%Z85F0 0.1%TFA)

AR EERR pi B 0.5mL/min
VEBRBY 8 35min H O AR 20 uL
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zd ® o 35°C O R K 220nm
1.3 ¥maiibi2
HNEETRIE. IFHNES RN, SRR ARRIMF @ 52 5 FE AE S IR 1S B AR
K, ERERRE AHEE V2.

2. ER5i1e
2.1 FEEFMN

ERMERARBRMEEREAS, LR 1.2 o5, BIEIFRIT Z AV TR
HNEE " BEMIFENE S "B, UM BE. BEEMOBSER 03 NE 1% 1,
=PERENIBEXRT 1.5, nBRK.

mAU
1007220nm,4nm

75

50-|

e — 5 44/19.826

Z Ik 553120.460

Feffy —54£/19.156

25-]

P R, R A
12,5 15.0 17.5 20.0 225 25.0 275  min

L ZRRERTD. IFHNES-RENENES —REND BEIEE
®1 NBEELSR
B2 AR fREERYIE) (min) NBE (USP)
HNEE "R 19.150

FHNEE ZRIK 19.820 1.710
ZRRER D 20.456 1.560

w N = H®*

22 ESHER

Bl 21 DBEFN Bitm, EE#F R, EREEM, 6 AEEHKEEOIEENLE
2o =P BATIE R E B IS EARBIAEI AT AR ZE (RSD) 2 BI7E 0.024~0.025 %7 0.048~0.130 %
28, EEMHRT.
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V(x10.000)
b€ 4o @GN X PP T S _
T722:CFX 02.Icd PDA Ghi 220nm4nm z®2 EEMER (n=6)
44123:CFX_03.lcd PDA Ch1 220nm,4nm
| JL04#4:CFX 04 Icd PDA Cnt 220mm 4nm
5.0-¥1125:CFX_05.lcd PDA Ch1 220nm,4nm Sppd Jp—
1¥4156:CFX_06.Icd PDA Ch1 220nm,4nm SR T(% 5 ETI? (Wiﬁ /\)
] RSD% RSD%
2.5
1 HNEE " BIK 0.025 0.130
007 IFEHMEE BRI 0.024 0.048
R S SRS 0.024 0.126
15.0 20.0 25.0 min

E2 =26iEE (n=6)
2.3 BIFERIITER
IR B EM DTSR INESMRIPIR. FmPRNEIFEENES —RBIERGR, EE
MBDEE96.934%, RIMBIHENES BRI,

mAU

12 1220nm,4nm ~
5 S
100 &
: g
757 ;
] 2
50 ®
] <z
0 T G f
150 475 200 225 250 min
3. IR IEE
&= 3. RIMFERAOMTER
BT RERSE] U EAR U2 EFR%
FHMEETRE 19.855 98529 6.934
ZRRER D 20471 1322445 93.066
3. 4ig

ERSREMBERERERASRESRIAHIERE, B 7 ERAYPIERENES RE
MHANGE S “RERTNI G 5. EVBEERERFAMEZSHARR, NERNSERT
HEBR®1E1E SHIMSEN Ankylo SEC-120 %Rt A Y Pl R A A2 E Rl DR E R B B AT 2
ERIFFRIEER, RERFNDBNONIRES. AHEDBEY. EEMY, ERTZMK
HYRIERNE S —RENEN S S ZBARRE 2 NEM T,

54



FIF Q-TOF BRI ZMRAMEKIMNEZPIRENR

B AXFERASE LCMS-Q-TOF RABAAAGE RTHEEEE, LT —MEMEN
SRR ERKINERREAN A, A 5# LabSolutions Insight Explore ZR{E4-3 3 13
1TRRAT, X ZBESERBITRER . SRERETR, ZHETUDBZHEAYEKID
ENTHAMNRER, DBEEN 4 MEIBEEDFINERKIDENMERE, =BE, FFHNZRE
FREEM TBRIA,

K Q-TOF ZMELY) EKINER BEMK

ERIMELMNEKHERRINGEER, HBrazeauET19T3FE RN MEENT R IR
B, RAEKMEBREIRM DA ARLES, MEEKINREELIU T ATER, HEEREK
MRSRAEKINENUFEEMNRAIRER S ETEEE, EKINEHIANIEREEAN,
HAE3M R EIMUuNSERRR T REERZIVREN,

TERN—T SRR, ERKINRFLAUMNNENIIZESR, ZEMA. LR MEFEINIE
FAREIRER £ 451008, PAERER, REANGFEERBEENYEE, NEH=HAAIE
RERMYE, EMAYNZEENERE. EItXYAYRRIRERFITIENMTN, B
TREFNN—NEESH.

AR LCMS-Q-TOF RRBBAAAG R HBEGE L, AT —MEENZEK
KA ERKINEPREARN TG X, FAEE LabSolutions Insight Explore 2R3 i I H 1 THE
M, FX LA RHITHRER DM,

H-Ala-Gly-Cys-Lys-Asn-Phe-Trp-Lys-Thr-Phe-Thr-Ser-Cys-OH
FRKINERLEN

1. 33EERSY
1.1 {8
HRBSMRIBEEN-TRAT WTIEmEN, BEERNT:
£ 4 % &) 88 1 CBM-40 B 28 SIL40C X3
% R R LC40BXS R #  CTO-40S
B < #l @ DGU-403 i i 1 LCMS-9030
1.2 FrFH
BEBEREMF
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1:TIC(+}

1,606
1.4e6-f
1206
‘I.OeG—E
8.0e5-
6.095—5
40851

2005

B A
& 18
B E R

=®
BoA N

SEE

oF

]

FRig &

BFUER
EERE
BEORE
DL & E

Wt #E =

1.3 #¥maishig
FERAENEMI0 mg, N1 mUAGAERSIA10 mg/mLUAR,

DR BIERE TSK-GEL G2000SWx1 (7.8x300 mm 1.D., 5.0 um)
=@ ZB5: 7k=0.2:30:70
: 20 uL

: 0.5mL/min

D FE

. ESI(+)

: 3.0L/min

2 300°C
1 250°C

i hat

2. ER5itie
2.1 £ KiINEAILERER
ER1.2DEMHH0.5 mg/mLEVF ARk, FEIEIEEMNE LR R. NERR, £KINER
B9 R B8 BY 18] 9 18.649 min, X1 Z B I H1THEMT, #MEIm/z 1637.72272. 819.36403H1
546.5TTT8HIED FEFIE, Hehm/z 1637.72272[M+H]*I&, m/z 819.36403F[M+2H]21%,

m/z 546.57778/9[M+3H]**I,

1.21e6

RT=18.649

= i
wOHOR

INPIRIR R S
T & SRR
3@ KR X
B OB E
= % B 8

. 40°C
D BEE/ k=11 (viv)

: 400°C

: 10.0L/min

. MS, m/z 400-2500
» 3.5kV

2 0.1s

INKFHERERR0.5 mg/mLEYA R,

1:MS(+) RT:18.646 2.60e5
4.095% 1637.72272 163872530
3.5e5 163.72621
3.0e5 [.\-"I 21 1] 1640.72810

. 819.36403 Ll | I,‘ﬁ“‘-’%‘c
2'595-: 0 16375 16400 16425
2.0e5 7
1.5e5 3
1.0e5 ] ; .

] o |820.86631 [M+H]
5 0ed ] [M+3H] 1638.72527
B 830.35449

3 54657778 ; 1092.81454 P""‘O-?Zsa“
;| NN I | T .

500 1000 1500
m/z

1 KR EIEENRIEE

2.2 ERINFFREGEIEERT

AT RN R ERINRPRHEREAS R, THTR RO IESFRREEI10 mg/mLo
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TERTIIRRAN T RS REFRHANRE, TREFIGERTIRIER, K18 minlENER
EADYINER. BHER2RIA, HME4MEIEE, @idLabSolutions Insight ExploreZR {3t
14.5~17.5 min WP EIEEHITOMN, PIAANEKIDEAIEPRERGFIE,

1:TIC(+) 2.29¢6
1.0e6 - 3
8.0e5-
6.0e5 - 4¢
4.0e5-:
2.0e5 ) &

: 1 \
0.0e0 - v/ \y - A/

| T T T “-. T T T T T T T

14 16
RT (min)

2. EKMENREAD BRIEE
2.2.1 MUERMAEIEIE AT
XY ER2 A 1 #1IE BB EHATREMT, #0MEIm/z 1638.985T6RVED FEFIE, BIUEEIFRIE
I%/8)f®/90.25 Da, ZEEMHADEBERE, DFELIN6550.90, NEKMERAYTIERE,

1:MS(+) RT:[14.853-14.857]-[14.632-15.142] 1.69e3
1638.98576
] 1638.48458
1.6e37 1639.23231
1.4e3
1.2e3]
] 1638.23030
1.0e3]
] 1639.48335
8.0e2
6062 1637.97654_ 163973734
4.0e2 1639.98070
2.0e2]
-
1634 1636 1638 1640 1642
m/z

3. RAEKIERSEE

2.2.2 ZBRABIBIERT
X ER2 A 2# I8 Y B EHITREAT, FNEIm/z 1229.3029551638.733989 &0 & FIE,
Hrim/z 1229.3029518 M E)i1 & 1£[8]B890.25 Da, ZEREARTANEBRL. m/z 1638.73398I4HY
B2 1&[8]F§90.33 Da, ZEEEMAHEIMEBAE, #@idLlabSolutions Insight ExploreZ 4y
TEIEBEE MBEM4ANEBAE) NREHITIHEFEZEERD FELN4913.17, K
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R =BIMK,

1:MS(+) RT:[15.392-15.707]-[13.727-15.262] 3.92e3  1:MS(+) RT:[15.392-15.707]-[13.727-15.262] 3.92e3
3.5e3 ] ]
] 7.0e3
3.053{ 6.0e3-:
1229.30295
25e3] 122905243 1229.55400 5063 _
1 4.0e3 ] 1638.40010 103873398 1639.06808
2.0e3 -] ]
] 1229.80412 ]
] e h 1639.40112
1 122880199 3063+ 1638.06630 1
1.5e3 7] 2063 1639.73482
4 .0e3 ¢
1 123005433 b 1640.06683
1.0e3] ] 1637.73057 ’
i 1.0e3 /1 640.39896
] 1230.30405 ] 1640.72758
soe2 L — 1 1 1] 17 S 0.0e0 - N N S S [ E R ) AN SN S
1228 1229 1230 1231 1637 1638 1639 1640 1641
m/z m/z
a4 PMERERIEE b.3 MEEERIEE
1:MS(+) RT{[15.402-15.780] 4.95e2
1638.73397
4.0e2 1229.30285 1639.40102
1646.39215
2.0¢2 1637.73057]| . 1651.72051
1230.30410
1228.55171 1357 55020 163272657\ .1665.70981 1870.29505 2035.34240
0.0e0 +— T T T T T T T T T T T T LA R T T T T | L B B T T T T T T T T T
1000 1200 1400 1600 1800 2000 2200 2400
m/z
Charge Deconvoluted components
# Mass #ofpeaks Intensity Stdev
1 491317474 2 15206 0.0073
Mass: 4913.17474
Reconstructed zero charge spectrum - [M+H]+ 491347480 1.52e2 u m/z Charge Mass Weight
1.5e2 491217480, ' 1 163873051 3 4913.16968 064
‘ 2 122930321 4 491318373 036
1.0e2 4911,17480§4915.17480
4916.17480
5.0e1 4910.17480 4935.17480
4895.17480 (A973.17480 5090.17480
00ed by
4700 4800 4900 5000 5100
Mass
C.RREIRERE
4, —BEBEIENFUEEMASIRG

2.2.3 JEHRAT “BRIA B IR IEARAT
X B2 3#IE BY BB Bl A TREAT

©MEIm/z 1092.8258851638.7351TH/E D F B FI&,

Hrim/z 1092.825881&89[E1i1 = 1£[8)F%/90.33 Da, ZER&EAT3 MM, m/z 1638.735171&HT
[E(IZE&[8]FE90.50 Da, ZEREMTE2 DR, @i LabSolutions Insight ExploreR 43/
REEBEEH QPBEMINERE) N HITIHESEIZRERD FELN3275.45, RIFHMN

.37
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1:MS(+) RT:[16.355-16.557]-[15.872-16.287] 4.01e4 1:MS(+) RT:[16.287-16.572] 3.74e4

564 1804
5'°e4§ 1A6e4E
4504 1 1638.73517
E 1092.82588 1.4e4 1638.23405
40244 1092.49183 1
35e4 109315071 1204 1639.23597
3.0e4] 1.0e4
2'5e4§ 1092.15741 1093.49338 3,0e3—; 163773255 163873585
2.0e4 ] 3 { ]
E 6.0e3]
1.5e4 1093.82683 4063 ] 164023499
10e4] e 1640.73299
e ; 1094.15963 2003 ] 64122976
5.0e3 ] ,1094.49175 E 1641.72481
E 1091.81973 1 1637.22021 ‘ ‘ ‘ ‘ ’
0,060 bl bl L 00e0 by b
1090 1091 1092 1093 1094 1095 1636 1638 1640 1642
m/z m/z
a.3 MEREIEE b.2 PR RIEE
1:MS(+) RT:[16.347-16.575] 6.27e3
1092.82587
6.0e3
4.0e3 1093.49340
1638.73515
2.0e3
11?3; 3;3;4 144893289 saamana 50T 2184.64157
: ' 1629.7281 1756.17411 -
0.0e0 T T T T Tl T T T T T e T T T 2\1 T T T T T T T T T T T T T T T T T T T T T
1000 1200 1400 1600 1800 2000 2200 2400
m/z
Charge Deconvoluted components
# Mass #ofpeaks Intensity Stdev
1 327544624 2 111869 0.0004
Mass: 3275.44624
Reconstructed zero charge spectrum - [M+H]+ B - 11283 4 m/z Charge Mass Weight
327444629, ' 1 163873051 2 327544545 0.692
1.0e3 327644629 2 1092.82253 3 327544575 0.308

3273.44629|3277.44629

5.0e2 3278.44629
e aal 31483555.224525:.‘ 331344629 300 4 4co0
00e0 s 7P RN
3100 3200 3300 3400 3500
Mass
CERERERE

5. M " RABIEIENFIEENBERER

2.2.4 HN " RIREIEIE AR

X ER2 P44 IR Y g E#ITREAT, FNEIm/z 1086.8175651629.7227689 D F & FIZ,
Hrhim/z 1086.81 756l [E{i1 & 14/8]f%90.33 Da, ZEREMETHINEAMR, m/z 1629.722761EH
B2 1&[8]F%790.50 Da, ZEEEME2 DB, #@idlabSolutions Insight ExploreZR 43y
TEIEBREEH QP BEM3NEBAE) NFEHITITEFHZRERD FEL 325743, RENZ

Bi%,
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1:MS(+) RT:[16.730-17.092]-[17.127-17.585] 1.36e4 1:MS(+) RT:[16.730-17.092]-[17.127-17.585] 1.36e4
8.0e3
1.8¢4 ]
1.6e4 7.0e3
] 1629.72276
] 1630.22347
1.4e4 1086.81756 1087.15123 6.0e3 1
1.2e4 5,063 1630.72388
1087.48499 1 1629.22198
1.0e4 1086.48363 4063
8.0e3 ]
1087.81865 3.0e3 163122443
6.0e3 k
4.0e3 1088.15241 20634 162672229 1631.72460
1086.15009 ] N
2063 1088.48614 1.0e3] 163222446
’ 1085.81078 ‘ 103&131395 ] 162820499 ‘ 1632.72070
0.0e0 F——r L, LT B L B 0.0e0 F— —— Al L ——L
1086 1087 1088 1089 1626 1628 1630 1632
m/z m/z
a.3 M FIEE b.2 MRS E
1:MS(+) RT:[16.692-16.952] 2.86e3
1086.81780
1087.48520
2.0e3
1629.72329
1.0e3 1092.82509 1629.22257 | 1630.72435
1107.15480 1628.72333| 1659.70767
1166.16027 1334.90088 2173.29081
0.0e0 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
1000 1200 1400 1600 1800 2000 2200 2400
m/z
Charge Deconvoluted components
# Mass #ofpeaks Intensity Stcdev
1 325742876 2 54666 0.0029
Mass: 3257.42876
Reconstructed zero charge spectrum - [M+H]+ o 547e2 4 m/z Charge Mass Weight
p ’ 1 162972082 2 325742708 0.692
2 108681812 3 325743252  0.308

3256.42871|322942871

4.0e2
2.0e2 3255.42871
3254.42871 3494.42871
0.0e0 T T T T T T T T T T T
3100 3200 3300 3400
Mass
CRRETERE

6. HN " RAEGIEIENFUEERNAERER
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2.2.5 M P EBREAREBITIERETLCS

= 1 O PREABEERETCE

s m/z PUZEEAR  mwm 978 T
14 1638.98576 025 4 6550.90 POE{h
1229.30295 025 4
21 4913.17 =mi
1638.73398 033 3
1092.82588 033 3 _
3 37545 FHNZRE
1638.73517 050 2
1086.81756 033 3 _
44 3257.43 N =RMx
1629.72276 050 2
3. 4t

RAEF BELCMS-Q-TOFR BB A RALE S RTHR &L, AL T —MEMN LK
LOMERIMETREERN T F. RRGERETR, ZAEAIUDBLZHEAGYERKIDENER
DFEEM, B LabSolutions Insight Exploref R4y BB HITRRMT, FXTZBRELERFT
REROMAIHA, DBEEMNANEEESFINEKINENOERE, =Z8E, EEENZRENEN

“BIK, ZITARIAZMENYNREEDITRES S,
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Trap-Free 2DLC Q-TOF E 44 th S 42 HI5I M+ VIR RY

437301

B ACERADETERAEFORAT 7Y 8] FRIEEE Y Trap-Free 2DLC+LCMS-9030 %3
ZRRAYPIEARII P B AEZRARFRHTEE DT, WIXEREH 2 Labsolutions
Insight Explore 24342 BRI F BTN, 45 R B RMFTFAIESA, — BRAFM =B{KR) MS!
AYES FBafa b AR e &9/ F 1 mDa. 188 Insight Explore 2R FRARSFATIAETUN B =4899
T2, Tl FEMEeD FEMIRE/NT 3 ppm.

XA Trap-Free 2DLC+LCMS-9030 AN ZBAZRMR

AR

+H A3 Trap-Free 2DLC Q-TOF BXARL DT AIIPRIZERIAZR, FIKI—HEM 4R
FEREIEE LR, bR REEEEROTREDSMSEBIRIEE SRR,

< LCMS-9030 =R ABE S 0 RMERREL, NERKEYRNEERHEREER,

AR —MERNZ®REYER, EERFIRSEFERSFFEIE. RiE. hiRL
BB R, BIUETRIER, AMEEHNSFSWREHITER R AR KT ANETRTE
SFEMEIER. Elak®, BRTETEHRFE.

ROMARAYREM RN —INEERNS, BEAYRERIINXBEEZEZ — NTRSIE
REAR S, BNGRIER T EN T Z RO EFIIE T £ B ST T 4RV 530
RTHRAECFERRE, EEErMEFEIER s Eam, MmXERmAES IREI8Kk
N, SHLREMTRRW,

XN ZRAYFBER PRSP ZRARNBENZRESRR, AIAREREEEIEE
(SEC) D BEMEXZRF, 4K B2~ HRAABMIURAT $17 8 8] F i B B X Trap-free
2DLC+LCMS-9030, BiAE#t e SECHYBIEF T RiEE F IR ILED, e AR RIBEIE DT
REIEMISRRIRIEESIERIET AT SR PRI 2 B TR TE i
IE, AEXENAREHERSE,

1. 385

1.1 %2

52 Trap-free 2DLC+LCMS-9030 PUtRAT ¥1TRUBEK AN RS, BAEKEN
Aairhlgs:  CBM-20A Bt S #l: DGU-20Ask
B & R: LC-20ADXR X 4 BHop#iEss:  SIL-20ACKR
= & F: CTO-20AC B & ¢ LCMS-9030
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I 28
ZI
1.2 SirFG

A

SPD-M20A

i FCV-32AH, X2

—H RGBTSR

i

M B
E TR

SPD-20A

LabSolutions Ver. 5.98

WM BERAE], P/N:380-01215-04)

. SHIMSEN Ankylo SEC-150 (300 mmX7.8 mm.D.,,3.0 um, &2 (L£#&)

=

Sl

aosh M8 K BAE: ZBR (150/150/200, V/V/V)

i ® . 0.3mL/min

=+ m . 30°C

HoEE ;10 uL

AN FERR

—ERIEEIERMG:

B 3% & : Shim-Pack GISSC18 (100 mmXx2.1mml.D., 1.9 pm, %2 (L38)

LB MBRAR, P/N:227-30048-02)

monh A8 AE-0.5%ZBRK BAE-ZBE

m ® : 0.3mL/min

= &= o 30°C

LA BBESAR, BAERIGREN 10%, BYEIEFEIE L

*& 1. BERRNBEIRER
Time(min) Module Command Value
31.60 e CTO.RVR 0*
31.70 HRFE CTO.RVR 1*
34.50 £ B.Conc3 10
50.00 R B.Conc3 90
52.00 xR B.Conc3 90
52.10 £t B.Conc3 10
60.00 Eanelll Stop
A 0 RTERBREFETEN, METHRNE EIRIE— A RBEENREEIZW;

“l”

RT—HERBRERERR,

LCMS-9030 FRigst:

B F R
PR RR
DL & E
B O R E
B E S

. ESI(+)
1 400°C
1 300°C
1 300°C

Tk

A #E RN
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» 3.0L/min
: 10.0L/min
: 10.0L/min
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1.3 HmaiiEA %

EMRIREN BRI mR295 mg, TIA—4EmanE1.6 mURIE SRS, V9.
2. ZR571ie
2.1 Trap-Free 2DLC 24748

Trap-Free 2DLC RAR—EXZFELMMEE RN RS aE-FugkAMNNAEAE R
%, RALEHTEENE 1, ZARFENE—HRIECERSA, IERIEELMERENE SR
EDMALERRIEER, BIRAATTRE. BFRaSNEAS, WE—HREEIERAD
BERNADHITHB. ARANE ZEREEIERS, JLUIRABES LCMS TR RIEEIE XM,
X DENAS, HITHXIMERREND .

PDA waste
D ‘*'_ %._6

fractionate #
\ it
4

Sample Loop
\

R

1stD-HPLC

2ndD-LCMS

1. Trap-free 2DLC Q-TOF R£HRIEE

Famntidiz:
1) %—4 HPLC, fEF PDA HMZSINIZRR, EXMIERREINENIER, KEFADDIBER
mifo

2) mE@if, EFESIF 15 RRBOEENAD. Fmif 6 BTFHE— 455 _HrRciEER,

3) ETHLCMS, FAEZENBEFIBEFRIINNASE, FA UV TS MS 1N28#HT
o

2.2 ShktEm—4 SEC BiEE
BfFmBd —4RAEEDNT, WIASBERYBLIENE, RIED FHBESENRE,

B EMERIED FRYRRA NS, FaigRD FERKE/NINF L, fEMREaYEEF
Ml —ERBEEET I UER RAERZRANEERE, HRRE (183) BIHIENERE,
HIEREERHIE 1. 2 I ARED FERIZR.

U
15_02276nm,4nm ’ﬂ B 77:
1251 1100
10.0 . | 7.5

] I [
7.5 , \‘\ | i

] I 1 5.0
5.0 | \ H ‘ ‘ [

E | M‘\H\‘ ‘ i
2-5’;///_’_") AU ‘M\W ;2.5
0.0 [

r — — — ———————————100

0 10 20 30 40 50 min

2. FEIEARIHE R — R EIEE
2.3 B MS' FEEE S RIERGR
FF—% SEC DITBUREIETREE 40%ZER, N ee BN B TFIE 2T H. 2 Trap-free
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2DLC &4¢, RILEMEDIBERAE D, AR T RIS LERASEFRETOB N, FT R
IBERAHITREDN. HXAEDBAD, FERIEDH T EIRIEN—4 SEC D BRVREREIEZ
EeIVESNEIEET 2
2.3.1 WAV "R EH

IRHERIFE PR YT — RIAE —4RAREIE PRV RERTIE], Y EIEF BRI a, —
4ERAE UV BIEEN MS BB FREIEEIWNE 3 Fix, “RAFHRAIHIERBELN 42.5 min.
EN—4BIERVRCIERFREMCBRLLAIIRES, “4REEeIEEHI TRERETNAE, M
AR RAEFHEERLE 4, FJUDRIMREENBEAMN=ZBENDFEFE.

(x1.000,000)
A 1 TIC(+) B

1 ‘ 3.04

0 2.0]

-1 1.0]

2] 0.0

: : : \ : :
35.0 37.5 40.0 425 min 35.0 375 40.0 42.5
3. PIIEANZRAZ4%RA UV &EE (A) M MS EBTFReEE (B)
1:MS(+) RT:42.208-42.729] 3025
99495003
3.0e5
2.8e5+
663.63555

25e5 ]
2365 ]
2.0e5
1.8e5 |
1.5e5
13e5 ]
1.0e5 ]
75ed 99645053
5.0e4 ]
25041 |664.96945
0060 197.00002 1599 51120743 65762895| §8127404 9384080 100594062 145464643 198889193

4. PAIFEPRIE — RIARYF I FEE

A Insight Explore XA FFUNTHRENT 7 F B FIEE T £ D FEMB R FELLH
TN, FUNLER SR, FIFEFRIT ZBRARBIM+2H]* R LR ZE590.09 mDa, [M+3H*BIR
IEEIRER-0.19 mDa, X RED/NFL ppmo
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1:MS(+) RT:[42.204-42.729] 301e5
994443858 99495003
F 99545021
20e59
15659
] 995.95047
i | ]
Measure ! DESE
] 99645053
Zow 5004 09695068
= ooeo] 99344049 99394117 FHAS0108 | P9SD028T | 59570108 | 59601366 | 99575137 99TAS0TE 99795116 0epasaEs
Events. ] | !
] 997.95145
] ssoseas 9745119
20657
] 99645073
40e5
e ] 99595050
= 50e5
Next f
80e5] 99545014 @
1 09444349 99494989 e
T T T T T T T T T T T T
2930 9935 9940 9945 9950 9955 9960 9965 2970 9975 9980 9985 mjz
[C85 H134 N23 024 S4+3H12+ 10028
204-42.729] x
Charge:
# Score Pred. (M) Pred. m/z Meas. m/z | Diff. (mD... lon Diff. (ppm) Iso Score DBE
v v v v v v L4 v v v
B9.98 | 1986.88242 | 094.44849 |  094.44858 0.09 [M+2... 0.091 100.00 31.0
2 76.07 | 1986.88260 994.44858 994.44858 0.00 [C94 H138 N16 021 55 [M+2... 0.000 73.41 34.0
3 72.83 | 1086.88293 | 00444874 00444858 -0.16 | C73 H142 N20 035 54 [M+2... -0.161 59.86 13.0
4 60.00 | 1986.88267 994.44861 994.44858 -0.03 | C25 H49 N5 096 S [M+2... -0.030 55.56 4.0
5 50.04 | 1986.88272 | 994.44864 004.44858 -0.06 | C95 H33 N 036 57 [M+2... -0.060 55.49 80.0
— \ ScNnlipes
5. FIFEARII ZRABI[M+2H]? 185 F TN
1:M5(+) RT:[42.204-42.729] 30
4025
3065
] ss330123 E6IEI5S
i 2005 663.96903
Measure ]
E 56430245
s 105
= E 56463509
= ] 96045
~ 00e0] | va64 : §65.63645
Bvents 3 ! . 66553673
25e54 66463624 Cooe0Td )
5.0s53 66430276
7.5e5
= | 100l 56396919
= 3 56330142 65363569
Next 1326
15e6d
W-E'EE‘E.......‘..‘..‘............‘..................‘..‘..‘.........‘..‘..‘.
6610 6615 6620 6625 5630 6635 6640 6645 6650 6655 6660 6665 6670 v
[CBE H134 N23 024 S4+3H]3+ 1.0(
.204-42,729]
Charge:
Score Pred. (M) Pred. m/z Meas. m/z | Diff. (mD... | Formula (M) lon Diff. (ppm) Iso Score DBE
v A4 v v v v v v v v
99.38 | 1986.88242 G663.30142 663.30123 -0.18 |CB6 H134 N22 024 54 [M+3... -0.286 99.43 31.0
2 98.01 | 1986.88165 663.30116 663.30123 0.07 |CB2 H N35 024 54 [M+3... 0.106 97.81 100.0
3 97.66 | 1986.88241 663.30141 663.30123 -0.18 |CB4 H122 N36 014 54 [M+3... -0.271 97.51 42.0
4 96.54 | 1986.88108 663.30097 663.30123 0.26 |CB5 H138 N18 028 5S4 [M+3... 0.382 96.33 26.0
5 95.59 | 1986.88098 663.30093 663.30123 0.30 | €91 H13 N15 036 53 [M+3... 0.452 95.30 93.0

6. FIHEIT_BAMNM3H" B9 FRAVLR

fF8 Insight Explore B RARSIATIAEFIN L FHE — RUSD T8, WE 7 Fim, Tl

SRET, AN RANTINS FEH 1987.88611, 12E4-3.58 mDa, HEXHEEH-1.80
ppPMo
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[ Charge Deconvolution - Default mode results C
1:MS(+) RT:[42.208-42.729] 550=4
56353585 59455042
S0ed
40e4
30e4
20ed
10e4 ®
0060 S|
ttet t—mrm——/——m——— 7+ T T T —T —
200 400 600 800 1000 120 1400 160 1800
Reconstructed zero charge spectrum - [M+HI+ 3274
1987 88611
304
E 198838611
25e4]
2.3&4‘5
1.5&4—5 98988611
134—:
3 189088511
503 Joe183611 ®
s 196388611 198588611 { . 199388611 200888611 202478613 =)
0.0e0L—— T
1940 1950 1960 1970 1980 1990 2000 2010 2020 2030
Mass
Mass|  # of peaks Intensity Stdev | Report mfz Charge Mass
Y hd A4 hd A4 hd hd
1987.88611 2 32081.78 0.0003 994.95042 2 1987.88628
2 1990.89042 2 6178.20 0.0021 2 663.63585 3 1087.88570

7. WHEAR " REAEESIROTER

2.3.2 MEAENI=5E

IRHERIFE PR IE — RIAE —40RAB IR PRV IRERYIE), B EIEF BRI a, —

LERAEEIEN MS BB FREIEENE 8 FiR, =—RMARRAIRENEIZIN 42.7min, EN

HEIEREIER ERENZBRINILFIRE, “4REaIBEEI T o, FIEAITE=84%
FORVTFHRIEEIE 9, RILIDRIMSEEIHNBAE . —BENDFEFIE.

1,000,000)

3 A 20%TiCH B
1.57
2,
1.04
1,
0.5q
o3
0.04 ‘ ‘ ‘
35.0 375 40.0 425 " 35.0 37.5 40.0 425 in
E 8. MIEAII=RA_LRIEEIER (A) MMSIE2BEFREEE (B)
1:MS(+) RT:[42.581-42.758] 193e5
995.11644
1.8e5 -
15e5 ]
13e5 ]
1.0e5 4
7.5e4 + 746.58887
5.0e4 3
25e4 1492.17097
1 197.00005 747.83949 ;
00e0] _ ¢ / 00244287 |, 1503.16180

0. FFEFRE S B (AR MS! FILE
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fEAInsight ExploreZR AR FRFUNTIRENT 10 F B FIEE T /&M » FEMEURFE L
AN, FUNLERER, FHFEAYI=REMNM2HPHRE IR ZE#-0.087TmDa, [M+3H]*BIR
ALLIRE79-0.151mDa, AW RES/NTF1ppm.

1:M5(+) RT:42.581-42 758] 193
1491 67019, 149217097
& 1249
i)
predict  10=41 49267140
e 2003 149116895
29317151
Measure  60e3o
= 40e3 48357104
203 49417209
Events.. 148457253
0020 .
|\ 149617346
104 1495567319
= E L
g | 20 148517203
Next 30e4]
40044
L
50247 149467267
6004 {
— 149115503 145217105 129317185 — — — !
1488 1490 1492 1494 1496 1498 1500 "
[C129 H201 N33 036 S5+2H12+ 1.00
1.581-42.758]
Charge:
# Scoral Pred. (M) | Pred. m.!zl Meas. m/fz | Diff. (mD... ‘Formula (M) ||0H |Difﬁ (ppm)l Iso Score DBE '
L v R4 R4 v v v R4 v v R4
2980.32363 1491.16909  1491.16896 -0.13 €129 H201 N33 036 S6
2 98.59 | 2080.32431 | 1491.16943 | 1491.16896 -0.47 | €122 H201 N39 O34 57 [M+2... -0.315 98.56 42.0
3 97.70 | 2980.32230 | 1491.16843 | 1491.16836 0.53 | €130 H217 N15 050 $6 [M+2... 0.355 97.60 30.0
4 97.15 | 2980.32364 | 1491.16910 | 1491.16896 -0.14 |C131 H213 N19 O46 S6 M+2... -0.094 96.85 35.0
5 96.52 | 2980.32432 | 1491.16944 | 1491.16896 -0.48 |C124 H213 N25 044 57 M+2... -0.322 96.27 31.0
p— + AN - J =+
10. FFEFRII = BRARBI[M+2H]Y IED FRIUNLER
1:M5(+) RT42 581427581 19365
99478268 99511644
1.8e5+
15057 99545003
Predict
13059 99444834
I'l"l 1.0e5 99578350
Measure 750
Eul FPWE 996.11707
o 995.45040
Events.. | 25e4] 2400
99377765 99471065 | e FOTISER og7783a3 9911847
00eD. . L 1 . . | i \
| L 99745122
99578421
P 99645070
=) 99611719
N 4065
99578366
605
99444849
80e5 99545010 ®
A —
9935 9940 9945 9950 9955 9950 9965 9970 9975 9380 9985  miz
1C129 H201 N33 036 56+3H13+ 1.00e6/
581-42.758] x
Charge:
Scmel Pred. (M) | Pred. mle Meas. mjz | Diff. (mD... | Formula (M) ‘Icm |Diff {ppm)l Iso Score DBE
v v v v v v v v v v
. 2980.32363 -0.15 C129 H201 N33 036 56 . A
2 75.62 | 2080.32344 | 004.44842 994.44834 -0.08 | C121 H197 N39 039 &5 [M+3... -0.080 72.93 43.0
3 £59.25 | 2980.32267 994.44817 994.44834 0.17 |C146 H225 N3 044 S8 M+3.. 0171 55.89 36.0
4 66.92 | 2080.32335 | 004.44839 994.44834 -0.05 | C139 H225 N9 042 59 [M+3... -0.050 63.24 32.0
5 59.96 | 2980.32326 994.44836 994.44834 -0.02 | C113 H193 N45 042 54 M+3.. 0.020 55.51 40.0

11, FHEEEE = BB M+ 3H] 165 F ot TS

f#F8 Insight Explore BB S TAINAETMNM LA = RIA S T8, 108 17 Fim,
MBS, FIHFEFAII= BANTRNS F 84 2980.32690, IREH 3.27 mDa, HXHEEH 1.10
ppPMo
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[Z) Charge Deconvolution - Default mode results [
1 MS0+) RT42.581-42758] 350e4
994 78299
30e4
20e4
1024
149166768 @
1 e
T T
200 400 600 800 1 12 1400 164 184
-
Reconstructed zero charge spectrum - [M+HI+ 147e4
2981.32690
1424
1284 2983.3269
10ed
298 .3259<
80e3 2984.3269
60e3
4023 }935 3269
20e33 ’ 922222352559 0 ®
0.0e0 2954_32593\29.'9.3259g i ‘- “;UUS 32690 303522681 @
0.0=0 T T T T T T T T T
2900 2820 2940 2960 2980 3 3020 3040 3060
Mass
# Mass | # of peaks Intensity Report # mjz Charge
hd hd hd hd hd hd hd
2981.32679 2 14684.05 1 1491.66768 2 2981.32080
994,78299 3

12. MEAN=REBERDITER

3. &ig

ARSLL R AR & T R ABM HARAT ¥1TEY B BB BXA (X Trap-Free 2DLC+LCMS-9030 X§%
RAYEHEARITPRZRBAERFOEITEE D . MIXLEREAH 2 Labsolutions Insight
Explore BRI D FIUHAITION, SR BRFEHEAIE_RAEM =AM MS! WEFRE
ELEIBICER/NF 1 mDao. {3 Insight Explore BB FITHEETUN B AR D F&, Tl
NFENMELH FENRENT 3ppm.
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BB EIEENE S &S RESR P E RS RN E IR
=1

el

i B ACRBREESMREERIENRIL T BEEEMIESIRP D KNEST =289
ET3750 ZITER, BEBERNEEREED71E6.09~243.6 pg/mL, 27.5~1000 pg/mLEHE
WLt RYF, HEXRBIYART0.999, HEMMEN0.2 ~ 105.2%; BEEMKKF, EEDMOR,
KB EYIREREIRSDIY0.05 ~ 0.08%, EEFRRSDA0.15~0.69 %, EEMRIf. Tk
¥, BIEBERITRE%/105.0%, FHEHHENR, Mirki®, FEMEEYR. 5.
SAREIIAREIMERAOT.1~112.7%, EIRERIF. SKIERKER, “I AR ERMNERZREE
BOESTIRRER D HINEFIEE.

X, AERER SEUE MEF

BARR:
& B ER BRI BB A R EAN S
o WHREEIE, BRI,

BIERBRE—MKIIRES MBEREER -1 KB4 (glucagon-like peptide-1, GLP-1), H
TERNBIRSERBRZE, RARSEDW, HLORSMERS W, FENAT 2 BNERE
T, AR ERAUATERIEE, i, BEEEMENFTIERNZTIEBEITHF,
HPFRMT —EEE0EE, RMNEIFHEYNER. PEARGAYHFIPNETNESEH0E
—ENER, BEXHEETM 0.5%Lh, BRisIFEEERTIFINRED T EEXRSE ER
b, AT RIEFRRE, REEERATEMNREYE, ARXTEEREREIFINRED T
FHEEEIFEREENINER N

A RASBRIEEIEE T BRSSO FIF B =SSR E PN EFIEE BN 75
%, FEITTE2ENRIE, #EXAREE,

1. SCISERS

1.1 (Y88
ALK BB RIEEIEN Nexera LC-40D X3, BREEFESWT:
AR H88 ¢ SCL40 Bt = Hl :  DGU-405
W &k 3R . LC40DX3X2 # o 28 . SIL40C X3
F B F . CTO-40C & M 28 . SPD-M40

&g T/EuL  : LabSolutions Ver. 5.106
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1.2 IREE
_ Shim-pack GIST C18 (100 mmx2.1mmLD., 2 um)

B oE & oo

52 (b8) LM BRAE, P/N:227-30001-04
o TEIAEA: 0.1% Z&ERNER
moo Mo .

TEhAEB: 0.1% =&IBIBEAR
=+ B 35°C m ¥ 03mL/min
MK 0 280 nm HEMRR 5L

PR 75 I 0 BRERRY, B AEADISIRED 20%, BYEIiER AR Lo
xR 1. BEABEF

Btia) 87 SSEey &
2.00 £ B.conc 20
10.00 £ B.conc 70
10.10 £ B.conc 90
12.00 £ B.conc 90
12.10 £ B.conc 20

16.00 =28 Stop

1.3 tREEBRRECH
TEREER: MIEMAEERERIVEREE, AR, B, 321X 55 mg/mL, BIEE
£/t 1.22 mg/mL SRS AR
EEHMBEREMITEAR: DABEERSIVERER, AKZEER, KREWNXR 2

o
xR 2 EEWWEBRKRER (ug/mL)

1 BRI ERIIRE RS TREAR
=)

s1 ) S3 S4 S5 S6
)
=
ES
" 6.0 121 243 60. 121. 243,
R 9 8 6 9 8 6
%
[irN
x 27. 27 110

55 110 550

i) 5 5 0

1.4 Haaiihig
DEEREWIHNRER, AKHERS0E, BYIS.

2. HR5HE
2.1 FAIEEERRFIMITETREIEE

AR 1.2 D&M, ofminEaR CGRENREN 275 pg/mL, BIEBEORER 6.09
g/mL), BEIBIEEWE 1R, EXUEMERILE 3.
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uV(x10,000)

UV(x1,000)
= J Fa
HH 1.04 S EBTRL
3.0+ ]
0.0
2.07 -"-0‘2__#———»——
o ‘.2.-9" 9?0 T Im’n e
e o _wemm
0.0 _—
I I I 2!5 I I I ' 5.IU I I I I 7.‘5 I I I 10‘.0 I I I I 12I.5mlir1
1. TR REIEE
(KBp: 27.5 pg/mL, BIFEEER: 6.09 pg/mL)
K3, BEINEBRRTLEMEER
RS =% EE=L CAS 5 {REZATIE) (min)
1 XEp Phenol 108-95-2 4.644
2 EIEZEETi Semaglutide 910463-68-2 9.212

2.2 RufEZ
IR 1.2 ot sett, WEBEBEMMEIMATEAR, LURE NELAR, EERRVMNELR,
RAIMPERIBOERLL, B 2 Fim. LERE. EXRERERELR 4 PAm.

9 Ofﬁﬁﬂ(xl 000, 000) AR (x100, 000)

0.0

S50 100 150 200
KEp EIESE1N
2. FREpE) AR SRR L

T 250 500 750 10003

& 4. FEYM BRI EMAROELESR

ZMEE KR TR

RS =) LTS TE BN EE (O
1 EN) 27.5~1100 Y=7972.55X+32415.2 0.9993 91.5~105.1 0.03 0.09
2 BIESER 6.09~243.6 Y=1636.76X-4068.52 0.9994 90.2~105.2 0.16 0.47

2.3 UBESHER

REBL2DITEM, BREMERERITESRSKR (KB 27.5 ug/mL, BIESERL: 6.09
g/mL) BEDIER, MEIRLEYIREIEIRSDS590.08%. 0.05%, IEEFIRSD}0.15%.
0.69%, EEERY, BE3NAMIEEEERESMHEIER,
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uV(x100,000) uV(x1,000)
1.257 3.0
1.00] k 201
0.75 /L ]
1 1.0
0.50 /L ]
- /\/E ]
0.00] -1.0
- T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
4.0 5.0 6.0 min 8.0 8.5 9.0 9.5 min
e =
PN BIEE SR/

E3. XBMEEEEREEERIEE

2.4 HREERMNIREE

2R 1.4 Hmal MR AN mE TR, ENOMT, NEFmPEEEEREEN 141
mg/mL, XEIEEH 576 mg/mL, FmIRAPHEERERMNEENITRED SN 1.34
mg/mL #1550 mg/mL, ZitEREREEYINEENTRER 104.7%4 105.0%. i+l
MR 3mL, BEREEREEN 4.02mg, HHANERFIITREN 0.1g LUTH, EXNEE AR
TEHRY 90.0%-110.0%, ASRILNIELERHELHER,

f_ERAFam# T INARSESe, SEEEMMITE DS 0310 1.22 #1 6.10 mg/mL, FEMN
FRED R0 1.38¢ 5.50 M 27.50 mg/mL, [BIZRLERINZK 5 Fino

uV(x100,000)
3.0+

5 51 UV(x10.000)
] 2.0
2.0 ]
] 1 (}.:
R | J\
] 0.0 ‘\
1.0] 1 . -

_ /1¥m':?1[]ﬁf’§‘}f§
9.0 min
0.5 J A K AR
] M
0.0+ A
I T u y u 1 T T T T T T T T T T T T T
25 5.0 7.5 10.0 min

4. SKIREF AR SIARA R B G E
(IAREE: EE 5.50 mg/mL, BFEEER: 1.22 mg/mL)

& SHFMPERNBREERNELR (mg/mL)
wS  aY  fnE O SENE ERE (%) e IfmERE BER (%)

1.38 .67 109.2
1 BN 5.50 5.76 104.7 5.50 11.99 112.7
27.50 33.56 105.2
0.31 1.68 97.1
2 BIEREIK 134 141 105.0 1.22 2.64 100.7
6.10 7.55 102.8
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A

3. 4ig

AR BRI ANEREB SIS TP EEM D RAIFREEMULNERNFBSE
DTk DMERKRRA: B AEREY, EEMHE, BIFER, ERTRAEREEH
7o A MR R B AL
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EREMREESSRTHIBAGIEZE S E) =& S5 F

BE&

# B AXKASREYRBERERARESRITHERIEE, LT —MOIEEREE
SHRBIFPEBRERRTT R, ERPASIRZR M SEC BIEERI USRI R EREM D BE
FAMGIFIRIEFINEM DS, PBEIART 2.5 o EL/ONERE, BERERIREHIEINIE
EARRAEXIATEMRZE (RSD) 7E 0.044% LI, EEMRY.

XPEE: EVRBEEE RIHEEEE AXKEK R&EHE

BARR:
<« FRETMERS, KERTHBEGIEE, WEREAYFREMHITOED.
< DTERER. BEMS, FEERTHZEXRTILI ZREYHI DTN TIF

ZRAY)IRER 2 17 50 MRERAEBIMBIERMANENRDF, FIUEEMER
WITSMEENEDRE, AARRMENRSEFR R AMZ A EINRAZNERT,
ILEETH. MIMEIE, B2 RKEEMTUMRENRY, XMMRENRAESNTZHNE
YEtt. RMAYIREE, EERFERERY, SIERERANRN Y, RAILEZHAYHF LR
di2F, FRERIRIBERRANDNT, URERGYNZ2M. BREMREM,

BIESERE RS MABRIFAL-1 (GLP-1) ARBIENT, EREN 2 BUAEFRIERI MART
IR /BENGEEED, SARBEWENRTERT EERDAERERZIN, T8
EEERER. SRR, SRMMARE S, B, XERRBIEIER.

FXRAEVHRAERBRGE S RTHIEREE, AR 7T —MN B =& EREFI R E
SHETTE, BEANBELN. REANSE, HEXLNIARSE,

1. S2I8ER 9

1.1 43§

ARLWERDREMRBMSIREEE RS Nexera Bio EFEEN:
AR 8 CBM-20 B S M : DGU-20A5R
W & 3R LC-20ADXR B oh ¥ # 88 : SIL-20ACXR
F B F . CTO-20A ¥ W 28 : SPD-20A

B 1% T fFuh : LabSolutions Ver.5.120

1.2 &G

& ¥ & SHIMSEN Ankylo SEC-120 (300 X 7.8 mm I.D.,3.0 um)
B (bB) LRBMEBRAF, P/N: 380-01215-41

Mo M FEITE "ERSIWET 8o
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et 73 I
7% B B (8]
= i

D FER m ¥ 0.8mL/min
30 min HOE KRR 10 uL
: 30°C M E K 280nm

1.3 ##5mAiatig
BRI EOERER, B NI,

2. ER5i1e

2.1 REDEPZIEE EX SRS RN
BARRIMTRATE S50mM BERERACAR (& 200mM Sh, pH6.8) RARIIARELLEIZ

B mO BRI, NE 1 FILUEW, ERANIENERT, BEEERIERETE, 1B

SRIE, JLFARNL;

BEE CRELLBIRVIRS, RIESERIEREZFHEE BIESENEE, B2

I B HIENMERE T EZRAERSLERIF, RKRHISE, T2EENBELR, E0FR
7238, SRR, T, EEBIRELER 2002 RNE. TXMRERGT,
RIEIE S REMBFEDBURRYY, BEREEER FiiE” AR (B 2).

uV(x100,000)

]
oo
70]
E
6.04
5 oé
1
|

a.

3.0

2.0-

BIEEEA

| (

1.0+

BIES ol #HE

SEIT [\

/ S

— T T T T
10.0 15.0 20.0 25.0 30.0 35.0 min

1. REEREEFRLOIZBEN D EEIEE
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mv
600-|
500
400

my/

4 0
300 E e

] b

o

200 E

] = s

4 10.0 11.0 mil
100—.

o SESTET /

-100- '..'hvrrr]rvl'.l'['.'.'.".'rr'[llrv'['.rv'.'|1+r‘.—|—|—r|—|—r|||'::'r‘r'
10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 min

2. MotEFE 20% 2D EEBIEE

2.2 FzhERERER S EXN I ITEREITIE

EXERE, ERAETRI—ERERIURALUNEZHMMEGRYRNIER, ED
BRRY, BEEIAE S0mM BHEREAGAR (& 200mM L. 20%285, pH6.8) AnniE
FARINT ARPRENRRER, 525079 5mM. 10mM 1 20mM . B3 ERER, MABERERG
BARENERSRIRENNE, BRNKIUNERIELKEERRBRRENASMIEL; &
BERULAR, RLBEDARPIMNN SmM i5=ER,

ui(x1,000,000)
15
A
14 )
1.3
I
1.2 WV(x1,000)
1.0 [
1.1 : |
10 0.0 -'___‘,_ 4 I'w
__.-’\_FFW\\" o |
0.5 a0
B ik 'i
0.8 20] I
o7 10.0 125 min |
0.6
aEEERL |
0.5 .
I'I |
0.4 I | |
| I. I L
03 - - SmM faEEE
0.2 |
] 10mM & AR
0.1
00] 20mM AR
s T 150 475 200 il

3. AEER B TRRERRRN D B EIEE

7



2.3 (REFHTHEETN

fEF 50 MM BAERERAOBIR (& 200mM SETR. SmM FBRERH 20% 285, pH6.8) 1EA
MENIE, AR 1.2 oSt LUTN D BE; R SARMUBIREME (50 mM BHEREACRR (&
200mM LI, 20%ZFF, pH 6.8)) #HITIEEIRTLE, BIEEIMOBEERDIIE 4 F& 1,
RIEBEMEREFDBEART 1.5, DBERT.

uV(x100,000)

: uV/(x100) r
1.754 I K\M‘
] i |
1.501 /
1.25-
1.00-
0.75
1 \
0.50 \
0.257 AR
0.00 KA REHABSE
o5 100 105 110 115 mn
Bl 4. LRIan BEEE
*® 1. MEFHFDBELER
# Sk fREERYIE) (min) DEE (USP)
1 AIEIEEURENR 10.232
2 EIE:STo et 11.137 2.921
3 RE 18.543 20.526

24 RERHTEEHRER

KRR EREITREEHF 6 X, ZRNFEEM (B5). AFRERNHEREMRMRE
BHEIRIEEARREX T ERZE (RSD) 725I7E 0.022~0.044 %7#0 0.035~0.457 %z /8], EEMR
%o
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uv(x1,000,000)

2.50+

2,254

2.00+

1.75+

[HES73= 17

| | |
1.50 AN Tl

1.25 il
1.00 N i

0.75 . I

0.50 ) |
0.25 .l |
A |

0.00

10.0‘ l 11.0 l 12.0 .13.0. l 14‘.0 15.0 l .16.0‘ l 17.0 18.0 ‘ .19.0 ) 20.0 ‘ min

E 5 kKUt TEEMEIEE (n=6)

&2 MERGTEERER

# BEAR#)& MR {REERYIE] (RSD%) #mEFR (RSD%)
1 BIEBEBRTRIK 0.044 0.457
2 EIES 1R 0.035 0.035
3 ES) 0.022 0.201
3. £ig

ERASREMRBMRIBOIERARGEERTHIE®IE, BiLT ZREAYIHIFPREERRSR
D E. IR SRR THE &L SHIMSEN Ankylo SEC-120 Ffzh4E 50 mM BEERER K
AR (& 200mM |, 5mM BT 20% 285, pH 6.8) 1E/MEIBLAEN Al R ATEEH
BOBEERFERMEETEZ BRIEGFRIEER, RERFNIMREN. sHENBES. B
EHYF, ERTERAYTREERBINE,

SE
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% 55 ZBAELY) DMPK 531

¥y DMPK (BUE15) DR A MGV AFRXBIA T, ZofmBdss
THEAYEENBIR. 2. AENEESIRE, AEYISITREERKIE. THEYIING
Ko DFEE, BITHESAYITHNNK, RSAYNEDFNRENLGM, BIRAREE
EPIEBAFRA, WA ARSI A2 E 1T 50N, RESS /&M T B LAAMITE (R NRY RIS,
ML LYIEIT

ER, DMPK DTS EAMN LM EXER, BIDRAYRAEGREMACE ™Y,
BILIPHEAYINFS NI RRNL, HERAYNZ 2. REIAIBENGYSEERD, B
BRI DB IR HE S, MARESIERIEKBSEA, MK FLREGYREH
TINE, RS MAMRIMIIRE, IHMEAYNEENT2E, NAYRIRRNMBRER
2R,

/o, DMPK DifiteeisRL AL RENGE. B ITHEAYNARI DT, BERE
A RIE. FIEMAHIMR, NiaKaTREKE XEPHTRSAMIIATUR, BRS
VNI RRNMEER, BRIGKGTTAIAIIR, Alt, ZREYI89 DMPK DALY A M
ARNAFEREEREX, AJLARGYNZ2M. BREMIGKRE BRI, DEBERRE
BiE BB = SEPURFTBIE LCMS-8050, RESSRIMEEMERPRED BN F. WRIMEYIR
MZRREBIRAY), MMER T EXNNRIEVIFN B S EREET R T ZXA
BESRMESNZMYRIIET, EEFRFEMINARARESREZNIE, RSB FHN
R, N RERTILMEENKF BENZEAR, BB MR ZRAYIREHTTIERNE,
NlpPRaTT iR SR El, H—RE T AYBYIRRN AR,
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LC-MS/MS ;&MRE M3z chFHi & KA RE

# B AR SRBeRUREEE = ERATFIE AN BT MR HMIrEINE T,
WNERNLMEEE. EREEEERT T ER, ERETRZAFEAMERY, BizmillE ik
EERSERERE, ZAFm0EEE. 2mRER. REES, IBTMRPIIUERS
EN7E.

Rigia: =—BIURMTRRECAN MRS MK

AR
< BAMERE@ERE, (NFEERELTUERNA LV,
< MIRPPRRETFHYS BT Shim-pack GISS-HP i E0E Rif,

FAIERK (Liraglutide) @ — M ABRREY SRS MARZFFAR-1 (GLP-1) BIZEMZEMY),
BEBBLE T HEUE GLP-1RMK, DIEEMERERMAY S TUEHERR B R0, MHRSMEERRE
B HSNRIE RS P BER B HEs, BV REERANTMAIERETER. 2AT R IRRER
B, B REERNTT AN A RAEN HE. f AN ERF A B FF R LKA EIRFRS.
PR, EEBKLNERRHRFMNAT 2. AMIATFNY D FEBNBUNE, REFT7EN
SUMEEARYRNEREALTE, REFHEALRIAERV—MEEY), NRKSHL,
— PMEANBEHTEZREKT. BEl, ERINEREZHLRERBLC-MS/MSTHEEARES
FEFRMZRER,

AXAEF R LCMS-8050, i 7 MITHPFIEMNER %, 1ZFERLIERREIE,
DITRER, REES, TREIER, IHEXKRIARSE,

1 LIS
1.1 %28
ASRIO(EF SR B BRI LCMS-8050 BXAR A4, BFREEN:
A dlas ¢ SCL-40 W &k R . LC-40BX3
Bnh#tEas © SIL-40CX3 = B F . CTO-40C
R & ¥ : LCMS-8050 BT/ LabSolutions Ver. 5.120
1.2 3%
BEEIERMYt
B i M : Shim-packGISS-HP C18 Metal free column (100mmx2.1 mm1.D., 1.9 um);
i (bB) KRHRMBRAT, P/N:227-30922-02
o M AME-0.1%FERNCAR, BIE-ZBE
¥ 0.3mlL/min Bk R X EER-EEO

QH:
=

tﬂi
3
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= B 1 50°C BRRABR . LI/ RREE/DMSO/K/HEL
=30: 35: 10: 24.5: 05
¥R K AR 20puL BEOB K - BEE/k=11
BB A I BRI, BABRISIREN 30%, BYEIRERIIR 1 PR
= 1. BEERREERE

Time(min) Module Command Value

1.00 £ B.Conc 30

2.00 EX B.Conc 45

5.00 £ B.Conc 60

5.10 £ B.Conc 95

6.00 £ B.Conc 95

6.10 £ B.Conc 30

10.00 Eeanelllr Stop
Buig &
5 F @R o ESH ESME : 3.0L/min
B O B £ :45kv FIESRAME : 50L/min
2 O R E :250°C mAFRME : 15.0L/min
DL & E :200°C it #E | O ES
MPMRERRE  © 500 °C A8 &R X 0 ZRNEIMRM)

MRM &% @ IR
= 2.MRM &%

BFR BB F BT Q1 Pre Bias (V) CE (V) Q3 Pre Bias (V)
\ 1128.6' -34 31 -40
pAIEAVE==T:)N 938.5
1064.0 -34 -29 -38
YRR (RFR) 494.1 369.1 -34 -34 -36

x RNEEBF

1.3 RERRERHE

FROERE SR BEMBFNERESE, A 50%JBEAMREHIRL 1 mg/mL iEEK. BEAM
KBBHEBERES 2000 1000 50¢ 20. 10. 5. 2. 1ng/mlL BRFITERERAR;

inAR . FEEREETIRIRSE, ARERARETIN 1 mg/mL #E& K. AREARIERE
79 200 ng/mL HARE Ko

FEmHIEE: BY 200 pl AR @B MERAFA, 0N 20 ub RARAR K 400 L 288 (& 1%H
fR), JRIEES 3 min, 12000 rpm B0 10 min, KEX_EE&R ENINE.
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2 FRiTie
2.1 MRM &igHE

Q938.50>1128.60 (+) 5.76e2
100.00 -
EIEVE=To)
% |
ol UL
0.00 T+ — T T T T T T T T
0 1 2 3 4 5 6 7 8 9
RT (min)
ISTD 494.10>369.10 (+) 147e4
100.00 -
S —
BIIEAR (WHR)
% |
A i o
0.00 ++———T1rrrr—r7T 7 T T — T —
1 2 3 4 5 6 7 8 9
RT (min)

2.2 BeAEdhs

1. REHEARAREER

STMERZRRIZ 1.2 FRD IR EIT DN, AIRAGIERUERZ. RUERAERILE
2 R23R 3, MRS M AERUER LR ESEREIN LT RIF, IHX R0 0.9993, EMETE 94.7%~104.7%

28,

Area Ratio

| RIS
y=0.6665014x-0.003380433
R2=0.9985801 R=0.9992898

Curve Fit: Default (Linear)
Weighting: Default (1/C2)
Zero: Default (Not Forced)

L L
6 8 10

Conc.Ratio (ng/mL)
B 2. REHEEE
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&3 REHLER

BATR LMSE SMSEE (ng/mL)  HEXZRI W (%)
EIEIVE=T0) Y = (0.666501)X + (-0.00338043) 1.00~200.00 0.9993 94.7%~104.7%

2.3 HHRERIEBEENESR
12 1.3 PRVFTRIE R EE 8 T IRUKRMR. . SREFIZmETAIAE, 8 NREEE
Hl& 6 17, 12 1.2 PRDHFEER NMRUKRME. . SRERIT@HAITON, ERERIE
BENELERIE 4 Fi, ERETNEERSEICERR, BIWERE 95.5%~99.8%Z 8],
RSD 7£ 2.91%~9.60%2 &l,
&4 PUTEMEZRER(n=6, RESA ng/mL)

=7 mA LLOQ LQC MQC HQC
EBICRE 1.00 2.50 15.00 150.00
MEARE 0.97 2.39 14.97 143.41
IR 17y
B =K% 96.9 95.5 99.8 95.6
RSD% 9.60 7.59 9.02 291

3. £ig

ERBEMREEE = SR FIEELA (Y LCMS-8050, 37 7 MR FFHIENE 75 7%.
B EFRBAINEEESE, 7 1.00~200.00 ng/mL SEERSZIERRRY, HXHEEH 0.9993; E
SRR, th &RELIEmE ERELSRSIEIRERNE, [BWERAE 95.5%~99.8% 2 8],
RSD 7£ 2.91%~9.60%22 8, Z7 AR fFRIBERBAI S, AIHEXTIARSERER,
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LCMS-8050 ilITE A & i 3% By 3Z ZABRK

B ACEY TR REBERUREEIEN LC-30A M=EMMRTFIEM LCMS-8050
BCANE MR th X ZEAR BV 757%. ZZMU G RYF, HIEREHAT 0.993; EEMRLE
HRTA . HRENEMIEERAANITTERED 57 0.03%H 4.21~4.67%2 18], (VEHEEER
4% ; ENERHRA 0.01ng/mL, EEMR7 0.03ng/mL; HFamiARHERTEIUETE 30.4 ~34.8%
2186 12T A MR B REBUE S ) R E IR A] LURIR R U E A R 3R AV Z AR,

Ki#ia: EMK MR BEMRIAEIEN ZERTRIEN

VEPRIE, THRZ || BUEREREM AL BRENEER, FHRIVAT @RS XAN
ERMNEERRK, MENELEEBTHRER,; AMEDREES MIBZRFRK(GLP-1){E M
RERSNER FEEHFREEREDW, MAMBEENNTLIER, MEERSZRANNT
AREGPEAR, ANF=IARE 2 D8, ELEFENIRARLGYERRZET RS, ERAMNZI—H
MEAFEWMZNSERPOBEEFINEG 39 MaERNSRUEPRRSESMEREFKAER
R, MEERFMERSERD MR, REMF, 1 EERFATHEES RIFIGKR
N A=

BT ZEZRAYN T = RALLERNERFIE, BaERZ RGBT HHFTT
SEFNBNAEFIAR L. N T HREAPILLEGYRER. B RBEMNERAIEIL T —HiIR
TR R BUAYA R M 3R AP X ZEARRRBIAN 75 7
1. LEES
1.1 1%

NS SRR MURAAEIEY LC-30A 5 =E MR FRIEN LCMS-8050 BXA &

%, BRECEN LC-30ADX2 (Ba&ZR) , DGU-20A5R (FEZRRRSM1) , SIL-30AC (Bonh
#HiEES) , CTO-30AC (HHE#%8) , CBM-20A &ZTHIgs, LCMS-8050 = E IR ik
1%, LabSolutions Ver. 5.60 SP2 &3 T {Euk,

1.2 Bt

BEEIgFS

& & £ Inertsil Sustain GISS C18 Column (2.1 mm [.D.X100 mm L., 1.9 um)

mooh M AR (0.3%FER+1 mM ZFRTR) K, BHE: (0.3%FE+1 MM ZBR%R) ZiF
IR 0.40 mL/min

R 40°C

AR AT BBEERT, #DMEELHI 10%B
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* 1. BABERRER

Time (min) Module Command Value
1.00 Pumps Pump B Conc. 10
3.50 Pumps Pump B Conc. 85
5.50 Pumps Pump B Conc. 85
551 Pumps Pump B Conc. 10
8.50 Controller Stop
ik
VAR RIS LCMS-8050 EORE: 300°C
5 FOR: ESI+ DLRE: 150°C
SRR 3.0 L/min MPURESERE . 400°C
ISR : 10.0 L/min FIR=mER 10.0 L/min
AR ZRNEMMRM), MRM 23015 2
& 2. WEWEE R MRM £
BE wem  EXE s mEET FwEF o @ o
Bias(V) Bias(V)
) - Exenatid L i o 396.10° -40.0 -40.0 -19.0
e 299.20 -40.0 -54.0 -30.0
CRAEEBBRT
1.3 HmlE

RS R BC #
+0.206BSAV/V/M, 80:20:0.2)3&
BtETIER,

HFomaibES A BN H SD KRS 100 ul A0 10 pL #RAER®KR, B0 290 uL 4
2R, RaEERE O EE,

BERERS 5 mg/mL NEEGRELSER, BIB+KAER
ZSFREAL 4. 200 40, 200, 400 1 800 ng/mL RFKEHTE
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2. HRitie
2.1 trERREHEREE

Inten. (x1,000,000)
7.5 N
] ™ .
50 ]
] [oe)
2.5
00+ b
500 1000 1500 miz

1 UEBPHSOHREE
2.2 BEM#RH#auE) MRM &iRE
E PR B9 MRM BB 90E 3 Firo

Ipten. (x100,000)

20

396.1

1.0

+—2991

~
©
: g
0.0t A —— T
250 500 750 miz

2. UERYBEFREREE

5001047-60>396.10(+)

] ud
400+ o
300
200
100 f\

0
Y —
1.0 2.0 3.0 4.0 5.0

3. EFIIArEEMRE MRM &i%E (0.1 ng/mL)

2.3 &MXFR

FeHRERN 0.10 050 1. 50 10 20ng/mL NERIIMRIIFR, 12 1.2 R
BITNE, DUREABRSAT, EERNILIR, IMRERIFRUERL, R0 FER. £
0.1~20 ng/mL ‘RESEEARLME RiF. LEH1E. SMDEMAIERBIR 3.

Area

100000

50000

do g0 10 o

Conc.

4. FrET{RERE

&3 VUEPBKREHESH
‘WS 22 R ZMSEE ng/mL EBE (%) HIEZREL r
1 STEEBRRK Y =(7123.10)X + (359.992) 0.1~20 86.2~110.4% 0.9931
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2.4 1S RFIE 2R
SRE 0.5 ng/mL BEBUABREF DT, XERBRNREL LR (S/N=3,L0D &£ .
RIEEZMR (S/N=10, LOQ F/x) LERUWFK 4 Firo
& 4. LEBRIKG LRFME SR
H= BR WER(ng/mL)  EZFE(ng/mL)
1 SERLAK 0.01 0.03

2.5 ESHXE

ST ZANRERESTVEARIES 6 Y, ZRNBNESN, FRENEMIEEIRNE
EMLERINE 5 Fimo 2 MNRERNERIVRZE B IEmRHBI IR ERES B 0.03 Al
421~4.671%218), XESEEERIT,

& 5. (RBHEMIEmMREE ELER (n=6)

se e RSD% (0.5 ng/mL) RSD% (5 ng/mL)

RT Area RT Area
1 SEACRK 0.03 4.67 0.03 421
2.6 EEME R
ABRIMFIZR 1.3 5EHTRAIERERE N 0.5, 5ng/mL RS =17, SEEEAXR

MIRMMNAZBEVN, 13RHEEERE L, B BN ERECHIRL 0.5. 5 ng/mL A mE
= LRI mUSRIEERA A, BEIARFaliERIEER Ty A MIEAEXIEIME,
[ClUZ=A/A1. BIALZERINK 6, BT 30.4~34.8%2 i8], tHREFNIFEEENTEE
REEENNZAMA AT RBIERY. TRERNSIEENE 4 i, FepIEEENE 5
Fi7mo

T -3 10]+)

.,éi i — ‘lell .‘L L |

g z 50 735 min

5. THERBIEE
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500 ]7047.60>396.T0(+)
400
300

2004

100 /\
0]

B S A s ey ey B By By B A e s
1.0 2.0 3.0 4.0 5.0

6. MAREEIEE (0.1 ng/mL)

& 6. IIFREERIEIELE R (n=3)
HRE K AKE (ng/mL) T [Cl Y%

1 0.5 30.4
2 5.0 34.8

2.7 BmEXBER

RIEARIFIRRAG AR N ZRFIESIMNER, £ 20 ng/mL BIFmD T TlEN =
BiFmET N, ERWKR T Fim. AEBERAEE TIE 0.1 ng/mL BERELAN 7.2%, /)
THRIFRRA RN FRFTHESNAY 200092 K, ZFETFEIREEK,

&1 RBERER

R 12 ER EREL%
=H 68
7.2
EE TR 952

3. 4ig

B BEBSRRIBEIEN LC-30A =B MR FIE LCMS-8050 BXAMIE A MK
TRRYS RN ZZ I SYIVAIE RYF, FIE R IR T 0.993; HNaS M HFRA 0.01 ng/mL,
EEMR 0.03 ng/mL; #FamAREEIWERTE 30.4 ~ 34.8%2 /8], HFamABERTEH @
FRIRPREA R TN I F AT TN E K,

H7ARER, B8 EREBMTEES, HEeXEPBREADYONTENR, sIFAM
R RVE S GE SRS Conllysprs
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BEMREGIE-Z SR RIS A ZNEA MR PSR
RKOMKFIEMEE

B B ACRIUHIIET A DB SMREEIEN LC-30A M =E PRI IE LCMS-
8060 EXAINE AR P X SIRMAIGE, AMRFREABEEREECEHITAINIERIE, B
EFERHAF DN, BITE 8.5min AHUR. EFMIIMRPXSHME 8, AL AL
Bt 2MEE. €8 MR, BEE. BIER. BRMN. RBFHNEYHITESR, £ERK
BRiZA AR EYIFERA EFRIEER, BEOMRER. REES. EERTFNER, &
BAMFRXSIHMEERVPRRERILN, BT AR X EIRMRERNE REAFA TR
hIF 5.

XA BeRREEE —EMRATRIE AMR ZELY) XERM

DEEA SRR EEZMREOCE A EVNENMRE DTS A, BXEDHTEDR
BEETREME. REERIAERSFL 7 EBRM. LC-MS/MS X ZRAY)EmpT@EA M.
RANERBENRBESZHAENNE, BERERASYNE S AYsh DF AP RABIE
BOMTIE, MAA LCMS/MS NEEBRZMEA AN NFHRABMARK L EN
[EEEN

XEImME— LS BV e BIAE RGBT Aar LM n b IRE
MZREELY). RELER, FAERBESIHS HEER XS ImMBAEEM 2005 89 2771
FTUigKE 2015 09 3.96 1270, MiL/LEFRELL 23.6%HE K AUEFH

HXWULWAFER, MRERKBAZ2EIE, ERUEAGRAMEARE, SKIERA
LCMS-8060 I RH. BMHIAMEFXRESHMEENKRNGE, RIMEERPZHE
YIBEINE, X ImAREERARERAE, HEXARSE,

1. SCI8ERS
1.1 kamiEs
x1 KEWER

LEYR T CAS No. DFHN £zl

R 2Ttk Goserelin  145781-92-6 CssHesN1sO1a Nl
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BT AL TR AR
(s)

Alarelin

79561-22-1

CssH7sN16012 . g __,:_:-_"".::f ,_"'=-'2” a8

1.2 {¥&8

AR A B EBEIREEIEN LC-30A 5 =B MR FIEN LCMS-8060 BXA A S.
BAFCE LC-30AD X2 iR, DGU-20As FELLM S, SIL-30ACMP Bxfi#ttFas, CTO-
20AC #HB%8, CBM-20A ##iizHl2s, LCMS-8060 = PUkiFFIE{Y, LabSolutions Ver.

5.89 iE TRk,

1.3 Sh&EM4

RARFM

Bi%HE: Shim-pack GISSC18 (2.1 mm
1.D.X 100 mm L., 2.0 um)

mEhiE: AME-0.1%Z KRR, B E-FEZ
R 0.4 mL/min

R 40°C

5

BN

IITES: LCMS-8060
BFEL: ESI(+)
HFREZEOBE: 3.0kV
ZHS: &S 3.0L/min
mHA=: =5 9.0L/min

FIES: &= 9.0L/min

HIEE: 5ul

HEATN: Rinse pump—Rinse port
HNESEHR: PR BREE: R K
(& 0.5%FE) A 1111

FBR AT BRI, B ABIGIRE RN
20%, FERIER ILER 2.

WiES: &5

EORE: 350°C

DL EE: 200°C
INFEHURRE . 400°C
AEEX: ZRMEN (MRM)
IEERYIE): 47 ms

HEIREYIE]: 3 ms

MRM &%k & 3

=2 BEAKER

Time(min) Module Command Value
3.00 £ B.Conc 60
3.50 £ B.Conc 60
5.00 £ B.Conc 80
5.20 £ B.Conc 80
5.50 £ B.Conc 98
5.80 £ B.Conc 98
5.90 £t B.Conc 20
8.50 Controller Stop




=3. MRMLILS%K

a=x7| BIREF FYET Q1 Pre Bias (V) CE (V) Q3 Pre Bias (V)
o 635.60 607.55* -32.0 -19.0 -28.0
REIEM
635.60 249.00 -32.0 -33.0 -24.0
(G EaTE 77 584.60 249.10 -28.0 -26.0 -24.0

A CRTEEBRT

1.4 tRfEm S Bzt mavEcH)

DANEEEFR D X BInMEE, RAFEAREHIRDN 1.0 mg/mL XSIHMES K.
BHEAP—EEREBRER (0.2%FBRACAR/FEBR = 40/60, v/v) ZFEEERKREN
10. 20. 50. 100. 200. 500. 1000. 2000. 5000 ng/mL BIFRETEHALL;, Z—HESERK
RHERRRD FIHREAE R 300 2500 4000 ng/mL BIRIEAR. D BIEANE TIERLHE
RESR 10uL AOAN 990 uL A= HIK (SINALES) 1, FoRECHIpAnERIZE 0.1 0.2. 0.5
1. 20 5. 100 200 50 ng/mL; RE=PMARENREREARK 10 uL f0A 990 uL A=H1m
¥, ORBCHIAR 0.3¢ 2.5¢ 40 ng/mL Bz o

EEMETHIIRMEE, AARERARBMHEECHEIN 1.0 mg/mL E&ERK. RECHITFAIR
FmMEERABER (0.2%HRACBK/BEA K =40/60,v/v ) HEA 3ng/mL RIFE
&, "o

1.5 AMm3EH#maidiEsix

HEBNIREERIA MK+ 100 pl, HOXIA 3 ng/mL RAREAR 100 pl. #F& 100
uL, SRIEEE 2 min. MIANEEZ 500 ulL, S&HE 2min fF, 13000 rpm/min &0 10 mine B
B E/ERSFFRRANHITES, HECRSRIMAB ST 96 FLEMEZEMR, 251/ 1.0
mL 47Kk 5 60% B EAGAREF T8RS, B 1.0 mL FEE (& 0.01%H8) #H1T5M,
HETF, WELIERIREEDEKM 96 FLIRE, 50°CKE, #H#ITREWTF. WFE,
EIFLIRAIIN 100 ul FHEEFIFHITESR, J®wIE 3min fZ, 13000 rpm/min B0 10 min, B Lk
B R NIRRT, HEEEFRR 5 ulo

2. £R5ie
2.1 R — R REE S B FRERIEE

BT —REUERE N EEEMM2H]ED FEFIE m/z2635.60, WED FET
BT B F R, ENEEEREFA M/z2607.55. m/z249.00; FHIGMRE—RETE
PR T EEEMIML2HPED FEFIE m/z2584.60, XED FEFIEHITYEFEHE, &
PREZHABF N M/2249.10, E—RFEESFYBFREEDFINE 1-4.
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Inten. (x10, 000, 000) Inten. (x100, 000)

1. 00
] 635.60 607. 55
] 7. 5; 635, 60
0. 75 R
0. 50 507
1 637. 35
625. 30
627. 40 7
0. 25 2. 5i
249. 00329, 30 470, 35
I [ PP S it A A
625. 0 630. 0 635. 0 640. 0 m/z 250 500 m/z
1. RBIM—REUEE 2. XEWMEYEFREE (CEE-19V)
Inten. (x1, 000, 000) Inten. ()_(100, 000)
.09 584.60 ] 24910
] 1. 25
6. 07 ]
5.0 1,00
404 1. .
] 0. 75 221. 05 435,05 584, 60
] 579. 85 ]
3. 0 ]
1 0. 50 412.2 52210
2.0 ] 504, 25
] 0 25* 299. 05
1 571.30 = ]
1. 04 576, 10 ] P73.9 374, 80
o A0 A M G
N L L A S e p 0. 00———— T I
570.0 575.0 580. 0 585.0 m/z 200 300 400 500 m/z
3. IR —R L E 4. FEHIHM B FIEEE (CEE-24V)

2.2 FiEaFs
BN SHNARES A A = 3L, 308 1.5 A A AEERNEE AR EHNIE, B AT AMmEE.
0.1 ng/mL AMFEFRIFIFMERN MRM BIZE, TUE 5, £RKRE, XESHMSRIFYN

{REBET(8] tr 23U 3.40 min. 2.92 min, A%

KPRV T, SiFRiNZTEE

=, HrEAERRIEFREM,
(x1,000) (x1,000)
7.5'1.635.6000>607.5500(+) 2:584.60005249.1000(+)
] 4.0
5-0f 3.o—f
7 2.0
2.5 ]
] 1.0
Oog_MA_AMM_ 0_0{
00 25 50 75 25 50 75
A B
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(x1,000)
4.011:635.6000>607.5500(+)
3.0
2.0+
1.0
00 25 50 75

(x1,000,000)

2.0-1:635.6000>607 5500(+)
4 [}
] @
4 (%]
1.5 3
1.0
0.5
0.0 L
T T 1 T T T T T
0.0 2.5 5.0 75

E

(x10,000)

12:584.6000~249.1000(+)
1 c
3.0 s
2.0-
1.0
0.0+ J
25 50 75
D
(x1,000)
2:584.6000>249.1000(+)
4.0
3.0
2.0+
1.0
0.0
25 5.0 7.5

E 5. XBImM SR MRM B1EE (AL B: ATRM¥K; C. D: THMKE 3 ng/mL RARIIEK;
E. F: 50 ng/mL X&IHMMEEE GRS NIFR)

2.3 &4ER

I8 1.4 TS AR A aeBH 5 0AmI& 0.10 0.20 0.5 1. 20 5. 10¢ 20. 50ng/mL A

FAETLFRIZL, 1208 1.5 TR A MR men B R AN B A MR &, BIATERRL,

FHERRUZERNERITONE. UAMKFXESWMRESIFRE (UL 11T) BIEEE X
FEEAR, UXSIHMIEERS MATSMIEEIRBIELE Y IR, NEREOY 1/C?, #1T
KPR EIRMEMEL AR ERBXRHNE 4.

L MERV3ANHT, PRISITERZILE 6, A

LERRAXSIMIE 0.1-50 ng/mL BRESEERE M X R R
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THIARLE (x10)
5.0

4.0

o . . . | 00 . 1lol LY
0.0 25.0 WeRz L
E 6. KEBMITEELS

&4 REWMMILERZSER (LMEEE, NEREN Y=1/C?)
Ga=x?| R LMEE (ng/mL) HEFE (%)  BXRRMr
XEWHEM  Y=(0.946223)X +(0.00105868) 0.1-50 94.1~103.1 0.9995

&R 5. MVERARIRE R/ERE

el RAERE (ng/mL) FMRE (ng/mL) ERRE (%)
1 0.1 0.099 99.1
2 0.2 0.206 103.1
3 0.5 0.491 98.2
4 1 0.998 99.8
5 2 1.881 94.1
6 5 4.974 99.5
7 10 10.263 102.6
8 20 20.120 100.6
9 50 51.499 103.0

24 FEREESSRE

ENEALHIE89 0.30 2.5¢ 40 ng/mL Pzt MmN EE TR 0.1ng/mL &, 1R 1.5 5
AR, SNRENAMEERE 1 KRGIE 6 DFTERON, EENE 3 X, SHIE
IThREERRLE, ASREERPRSHMIEERN RSDWETEERBEFMBRNER, ERN
+® 6, HAXSIHMREERMR S/N F9ER 26.85, £RKP, SREKFHERE. HH
ELURZAANTEENEEZIVER, HFEBREDERONER,
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*6. XEMMBNBEESHEEEE G X, 8K n=6)

HRER  BISKRE (hg/ml)  BRERERSDY  HIEHEEE RSD% HEBREE%
LLOQ 0.1 4.03 6.67 87.70-109.10
LQC 0.3 3.05 3.82 93.60-107.50
MQC 2.5 1.44 3.21 96.50-107.80
HQC 40 2.08 3.54 101.90-113.70
2.5 [EugE

BUREN 0.3 2.5, 40ng/mL Buzteim (B MREEE 6 X), IR 1.5 HEHIE, U
AMmRFARG EHFLNEEIEERR (Al) 5SATHMTZRR 1.5 5EMEEMATER
BRHERNFSEEEER (A2) ZEb, B AL/A2X100%, ERAMITFALIESED
REEIWR, KIERNKR T, ZREKFXSHMARIUEIYRT 74%. RSD /T 4%

& 1. F3ERWERLER (n=6)

RE KT EeRE (ng/mL) FHIEIERY% RSD%
LQC 0.3 74.05 3.32
MQC 2.5 82.08 2.53
HQC 40 88.32 1.29

2.6 BFRMEL
ZERME. P BDREKEREFER (B8HREEE 6 X)), BILEBRATHMEGEMN
IEmSRE—HEIMERR, RENBERSYEIRTIEPFSLLERIAERMN, Hit
BRI EREMIL. £RNE S, ZREKFERMNEFIIAT 97%.
% 8. EFMIE LR (n=6)

RE KT EeRE (ng/mL) BN % MATE BRI % A/AIs B BRI
LQC 0.3 97.59 97.49 100.10
MQC 2.5 101.38 101.41 99.97
HQC 40 99.74 97.93 101.85

2.7 REHIRE

AN EFRERAENE (WER. HR) THREN, BR. 7. 8= REKFR
M (n=6) AERREMNE 12h M E, R 1.5 HARIEFETUE, FlEBERES
BEIERHITHER. ERET, = NREKFHEFRIEESEIRENESFHIET10.2%
LA, HEEVHERREEON (REL15%UA) ENERK, AMERAXSHEMETIER
WE 12 h LI BB REFREE,

EREYFRELE, FIESIETREFRNRELE, K. A, [REFR (n=6)
REFR=TEH, 8—BAHEXT 12h, EHREEREFNE, SEREHTHR. ERE
™, WEESERENERYET10.4%UA, HeEYWF @i EERN (RZE £ 15%LUMW)
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EAER, WEAAMKRPXSIEMBORET = WARERIIERAZ R EEERNT,
EREYFRENER, AFIMERRREYS, KR, 7. 8=RENKFRERR

(n=6) EFREMIMETHE 96h, BNEESECEHITHR. ERET, NEESEILE

MERIELI3T%URN, BHEEVFRBEERN (REL15%UMN) ERER. HEAA
KPXEIRMPVREEFIMETRER, HEERRFRE.

2.8 AGEREEE(Carryover)
TRAGHRENEN, TRERSRAME, HENhT BFmA XS HMAIEETR,
FTEFMPXBIHMRERIMINBE I ERENERCEYEEE, IWE T,
(x1,000) (x1,000)

4.071.635.6000>607.5500(+) 5 21584 60005249 1000()
3.0- 40
20 30,
] 20
1.0 ]
MMM it
0.0° 0.0°
00 25 50 75 25 50 75
B 7. RGREERTANGEIEE (. Xk, G RFhEK)
3. étie

AR T — A BB ERUREEIEN LC-30A =B MR FIEN LCMS-8060
BXAME A ML SIHmMBI G5, %A A7 8.5 min ASERA MK ARSI,
KABRMENINEESE, HAEE TR 0.1 ng/mL, 4MSEE 0.1-50 ng/mL, HBXHRIHE
0.9995, HEEMZERERKPATHIKFLZENDIMSEMRAB TN, HEHEE
TRHA. BEMEEE 4.03%5 6.67%, S/N FEN 26.85; K= /KFRIEREH
NBEEE 1.44-3.05%, HIEEEE 3.21-3.82%, HEME 87.7-113.7%; ZXREKFERETHE
AR EIHMEIWERIY KT 74%, RSD/NF 4%, BEFRMNAT 74%; RBREMLRERE
THEAEER MHE 12/NNRE, 3WFMERAXSHEMRELEEZ L, AMKRERE
EURFPNIME FRE 96 h I8E. FZEENMAEEE. HMRER. RBES. EEMN
PR R, RHEXSHMERIGYDITENR, AXRSHMABIZLEDZER TN,

97



B R ARAE & i = E AR RIS R AN E 3R 2 Rk
Z5YN B2 HhAk

8 BIASCGEY T —MER B EBERUREEIE(Y LC-30A A1 = EIUARATFTIE Y LCMS-8050
BCANE MR sh 2R REIRRRY 75 7. A RA RIS RIGMIENNITY), HEEE
PR 5pg/mL, ZMSERE 5~2000 pg/mL, #EXF%00.9993, 7 EFRIEZERERKRAT

KPP RBXWNNEREE TR, HERMURANANMIZRIEMZ B TAE T, 7
ERHRBEE 3.30~6.01%, BEREZEE 2.43~6.44%, SRENKFRENFmIVERE
86.2~109.7%, REBLHEMRPLWIREEMEENENR; FREKTFERIFMAILEIIERKR
T 70%, EFMNEFIHIART 80%, WARIT—HEBMNEFAT 90%; RATAEERLE
REPEXLLFMA T RERTEERFAE. HEEEOMERER. REES. BIMEHFH
e, BEMTPRAEERVRERN, BJAT AMFRZIECELY) R EORERTINE R EH
NEB R FIFH TR

XA BeWREERE —EMRTERIE MR ZEEHY) Bk

AR

B —M AT GER/ \BIPRUEY), BESRANRIEERIIGIZRZEMBIER,
BRI BB SR EEAMN, MINRIEREER. RFRERR. SMBERD SHEIRELED
WiZZE, RERNLHTERR, EEANEERKNFRE, AYEENIRER,

BEIX T EYER P RN MERENE AN XEikERD, ROBBIRE. 5T
BEMNIZAYMETRER T E. AT(EAN A SENESIRBEIE, SKIMKERTHE:
FE ¥ WRIEMIBA ZREEEARAYIRIIRE DS, #E% MR R E R NIRMEY Y BARL
BYIRVEREETHRI T, BER=EMURT LCMS-8050 AEAZSKIL B Z MM B E R 8K
Entr, AEBFREMIMASAEBEHEN, REBFUNE, BRERTILMEEK
¥, SREMRERPZRAYBER. RERN.

1. L8ES
1.1 &MES
BRI R AR ATEERE Lo

=1 KEWEER

WEMBIR Sy CAS No. DFI T
O O
""/.\IFN”""(IJLNH[\E'N”\' .\}.7 / =\
BERRAK Octreotide 83150-76-9 C49Hs6N10010S, °© : ° fi"@f_/‘

A

Ho”“‘“_:H TN

NH

H
2]

HO™ “CHy  HO™ “GH,
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SR Leuprolide 74381-53-6  CsgHgaN1cOp
(FF) Wi by

1.2 %28

AL BEBESIRIEBIZN LC-30A 5=FERATFFIEN LCMS-8050 BEXA RS,
RECE /9 LC-30AD X 2 B3R , DGU-20As TELRAR S, SIL-30AC Bapi#t s, CTO-30AC 1+
R, CBM-20A R4tITHI8E, LCMS-8050 =EMRATEIIE{Y, LabSolutionsVer.5.65 &%
TAFub.

1.3 thF M4

RARS M

B Inertsil Sustain Swift C18 Column (2.1 mm 1.D.X 100 mm L., 1.9 um)

TRENAR: AAE-0.1% FRERICAR B1B-2 k&

IR 0.4 mL/min

HE: 40°C

HFEE: 20 uL

BHap#HERRE: 10°C

SRR A BRI, B ABFIMRIRE 20%, FEhiiER MR 2.

WEE AT Rinse Pump>Rinse Port, Rinse Pump 5% A b5/ SR E2/RER/7K /B ER=25:
25: 25: 24.5: 0.5 (v/v/v/v); Rinse Port sti&- 50% HREZ

&2 BESRHER

Time(min) Module Command Value

3.50 Pumps Pump B Conc. 80

3.60 Pumps Pump B Conc. 20

5.50 Controller Stop
FEE
DATES LCMS-8050 DLRE: 200°C
B F R ESl, EBFRIND MPUREGREE:  400°C
EXEMIR: 3.0 L/min FIRSmER 5.0 L/min
INPERIR : 15.0 L/min EITE&@%EV % R N M (MRM)
EORE: 400°C I 2B Ba) 50 ms
MRM %4 k3
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X 3. MRM &%

EIEENCS]

AR < FEYIEF  QlPreBias(V)  CE(V) Q3 PreBias(V)
510.3 120.00 -36.0 -31.0 -21.0
BRARAK
0 501.15 -36.0 -15.0 -36.0
=M (AF) 6054 249.05 22,0 -29.0 -26.0

1.4 fREF R RERN REECH

FR4KEEHIMG 1.0 mg/mL BREIRESE K. — P EFRA 50%FEXRRIERMREN
0.25ng/mL. 0.50 ng/mL. 1.0ng/mL. 2.0ng/mL. 5.0ng/mL. 10.0 ng/mL. 20.0 ng/mL.
50.0 ng/mL. 100 ng/mL BYLERR%%; S— I MEE KA S0% RS REREREMREN 0.3
ng/mlL. 3.0 ng/mL. 30 ng/mL BYBI=/AR. BX 20 ul A TYERZEINAN 980 uL =H MK
MR, ORECHIRAT RS, BY 20 pl BUARINA 980 L TEMmMEKF, KEHIMERE

(LQO). #RE (MQO). BRE (HQC) mizi,

F4ikBRH) 1.0 mg/mL =REMER, B 50%FEHEMR 1.0ng/mL, EEHIART

({30

1.5 H#meibiRs %

200 pL M3RFFSAIIN 50 uL BIRARA R, A 4% BERMREE 450 uL 5 L EMTEN
9789 96 FLIRTU pElution WCX SPE /ME |, A8 400 uL S%@ A&, B 400 ul 20%
Bk, =AM 50 UL 1% TFAT5%Z AR, IO 150 uL k%R E, 20 L EAo
#ro

1.6 FRIEIE

ERFENNERY, W BB mE T RENIEEHFED T, RIEEEMR (LLOQ)
WER, DFIIE 6 4 LLOQ ##Mm, DMERFRE 6 RIENLERERET 20%, NE
RENBITIZICER 80~120%, [FEIBYEAREEMAT 10 FE5Ett,

HUXRNER, BIONTHMRESINITERLZ, T="FREND TR MR
FHETER, RARESHSYERMATERIGEITERthE, NEXA 1/%

FEREEMERENER, EAFRIEN= MO AER=1IREKFRIEE R
LQC. MQC. HQC (15pg/mL. 150 pg/mL. 1500 pg/mL), BABZEEIIHTE— D
e REF R RENENTERE, HEBZEBLITERRXTRN="0MittPE
NI LRENENITTERE, HAEREBEIATNITE: NERE/IRICKRE X 100%1t
B, HEMRETT 85~115%CEA, BRETEBT 15%.

BEREINERER, = MREKFEREFER LQC. MQC. HQC (B MKREEE 6 X)),
AR B AT AN ERY B s i A == B B S AR, MEN Bin b S ERRFIENLL
BEAEUE,

BERMNER, = MREKFRIEES LQC. MQC. HQC (BMNREEE 6 X)), @Y
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tbR= BEREIR e S RE—BRERR, MENBIMLEYERTISEMS L ET
NEFTR

2. ER5iHe
2.1 trEFR—REEEN B FREREE

Inten. (x1,000,000) 7 oten. (x100,000)
40 1
1 274.30 [M+2H]2+ 60-] 120.00
] 510.30 ]
3.0 5.0§
40+
2.0 ]
i 3'02 501.15
1 10200 20
1.0 — ]
3 4%7'10 103 HTTM 20
0-07“‘\ﬁ'f“w“‘w“‘w“‘w“‘w 00+ ‘H‘ \3‘31“‘ T ‘\ T T ‘8‘7%:‘50‘ 1
250 500 750 1000 1250  miz 250 500 750 mz
1. B — R g E 2. BpHBRBI R FHRE(CE B-20V)
Inten. (x1,000,000) Inten. (x100,000)
07 B840 [\+2H]X 5-0*; 249.00
3.0 4'0’; 21.05
] 307
2.0*7 ]
1 20- 299,20
104 10500 114 #2207
T T 4005 104 7010 688.30
Lo U Lk ] |T P
00 H‘\H\‘\“H\H‘HH‘HH‘HH‘ 00-] ‘1"I.I‘I‘\n“‘h‘ll‘l‘u‘l‘“H‘“‘1”
250 500 750 1000 1250 mz 250 500 750 1000  mz
3. ERHEMH—ERIZE 4. SRHMBYEFEE(CE E-25VY)

2.2 FHiEiEFE
ERTAMKRERM 5 pg/mlL MKXBELINARFGR, ERAE 5. 6 Fin, RERRERN
=R IAENEE R B SR T IS T RIREERIGM TH.

x100) x10,000)

6.0°11:0¢t 510.30>120.G0(+) CE: -31.0 T2:Leu 605.40>249.05(+) CE:229.0
] 20 =
5.0j ] i
409 15
3.0; ]
] 1.0
20 ]
] 051
1.0 1
o+ | e ——————————
15 20 25 min 1.0 15 20 25 min

5.5 pg/mL I EFIINATIFRAY MRM B1EE
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6,010

J1:0ct 510,305 120.G0(T) CR[ -31.0 T2:Leu 605.40>249.05(+) CE: -29.0
] 5.0-]
5.0-] ]
1 4.0
4.0+ 1
1 30
30 ]
] 20
Z.Oj ]
1 1.0
1.0 ]
0'077\\\\‘\\\\‘\\\\‘ O-Oi\\\\‘\\\\‘\\\\‘\\\\‘
15 20 25 min 10 15 20 25 min

6. =TAMRXFmY MRM BiEE
AT AMRPRBRCNBETFERETINE, BIRENTREEENGIED
5, B 775400 pg/mL M3RERTNERHKEIEE, ERERMRATHIERARFE]
RN =

(x10,000) x10,000)

(
2.0-11:0¢t 510.30>120.00(+) CEZ31.0 1.75-:Leu 605.40>249.05(+) CE::29.0
1 = ] #E
] X 3 =<
] 1'50: iR
157 1.25-
] TN 1.00
1.0+ ”ml&ﬂlﬂ ]
1 . 075
] Tt :
054 0507
Wi e
001 0.00 -
- —_—
1.0 15 20 25 min 1.0 15 20 25 min

7.400 pg/mL MK EFIAFAF @RI MRM B1EE
KNI =R IR RECIESRVEMm, LEIEMANTR=EFRE (QCO 1+
fo) S0E 8 PR, S5 55 pg/mlL MAREFNIFF @AY MRM BIEELLEL, IRV AR
RN BB ER E 1B R T o

6.0X100) x10,000)
0°11:0c0570.305120.G0(+) CR: -31. T2:Leu 605.40>249.05(+) CE:29.0
] 207 =
507 . 12
4.0 15
30 1
] 1.0
2.0 ]
] 05
1.0 i
0.0 0,07 J—
-—————— —
15 20 25 min 1.0 15 20 25 min

8.QC0 B9 MRM &1&E

2.3 ZiEEENREEEMR

IR 1.4 Rp9EHHIE 5pg/mL. 10 pg/mL. 20 pg/mL. 40 pg/mL. 100 pg/mL. 200
pg/mL. 400 pg/mL. 1000 pg/mL. 2000 pg/mL AYM¥ZINATFESD, 3% 1.5 RARTRM B
IR, 1R 1.3 PINEZFMHITNE, RIEEE. PRSRVERILLINE 9 PR, 4t
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FEREXABNK 4, HP y BARRHARKEARS=AHMIERRNILLE, x EAKRM
KPERWNRE. HETCERMEN 5pg/mL, FEIRENTE, BEEMNEREIEES
FRER, 6 REEDH RSD A 6.22%, HEWEN 96.9~111.1%, S/N FI{EH 10.6,

Area Ratio

o
"
50
o

1.0

500 750 1000 1250 1500 ' Conc. Ratio

9. BRERATTERRL

250

&4 RUERRESE (&MEE)E, NER 1/0)

PP
e Roteeass PE o) AEERN
(pg/mL)

BehAR Y =(2.89X103)X + (-6.34 X103 5~2000 89.6~112.3% 0.9993

2.4 FiEREBENEREESR

R MREKTRIZFmBERBENHRBEE, SRR SFim. H/20H
WIERE 3.30~6.01%, HIEHEZEE 2.43~6.44%, ERENKFERITHERIERE
86.2~109.7%:

&5 HEBRREENMBREREELERGB X, 8REE6X)

HIERE BRBEEE HielgZ2E —
(pg/mL) CV% CV%
15 6.01 6.44 87.8~109.7
150 4.67 4.25 86.2~99.6
1500 3.30 243 87.7~95.4

2.5 FEEWEER

ER=HEIFHERLQC. MQC. HQC (BMMKEEE6NR) MEIWE, SERINKR6FIR,
RIRE KT BRI E S5 T70.6£7.8 %, 71.5F1.8%F170.14+1.9%, SZUb4E5RZKEA
BRI R FRISRERRERE—3, CVuRITtiH e EfmEENEK,
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7= 6. 73 /AEUWEREER (n=6)

REIKTF RE (pg/mL) Y

LQC 15 70.6
MQC 150 715
HQC 1500 70.1

2.6 BRMMEE

BN AZE R ="REKFRIZEHFS LQC. MQC. HQC (BMREEE 6 X), 13
THEEREAFRELN AR —EERN, ERNER T, BREKFERUNEF
BHRT 80%, PARII—HEFN A FHIART 90%s.

& 1. BN ERER (n=6)

o BIIRE - P\]ﬂ‘/T;UH—Tkﬁﬁ
(pg/mL) R R F
LQC 15 82.1% 90.5%
MQC 150 87.6% 96.6%
HQC 1500 89.7% 98.9%
RARE RN AT 90.7%

2.7 Carryover £%
RAGHRBNEN, TRRERERAINE, EESMTEEFRTPRBEKMIEER,
AP RN AN EE TS EREN BNt EEiEE, BEEINE 10,

6.0{X100) (x100)
0 31:0¢T5T0.30F 120.00H) Cff 310 "2:Leu 605.405249.05(+) CE: -29.0
5.0 607
] 50-]
4.04 3
] 4.0
30 ]
] 30
20- 204
1.0 1.0
00 00
e ———— )
15 20 25 min 1.0 15 20 25 min

10. BREFRBEDTTAFMAY MRM BiEE
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3. &g

AR T —HER BRBERUREEE(N LC-30A =EMRATFIEN LCMS-8050
BXANRE M3 Fh Z LAY BB ARRY 75 7% 173 7ATE 5.5 min MTTARINIK B ERARATALI ,
KASAWMENRITER, HEEER 5pg/mL, &MSBE 5~2000 pg/mL, HEXFREK
£ 0.9993, HEHFRMUERERKRPT MR SENDIMSHBE TR, HER
MR AT =R ZBLTHE T, BANBRBEE 3.30~6.01%, BEBEEE
2.43~6.44%, ERE KU mBVERE 86.2~109.7%, BEfEHE MK RV REEE
ERNER; BRENKTFEMREIRERKRT 70%, EFMNEFIHIRT 80%, AARIF—IE
RN AFART 90%; SREFROMEERTAFMPEE, ERRBE 5~2000
pg/mL LEBERNTLTERERRAE, HEEAENTRER. REES. EWNEFNES,
B MR SIS Y) SR AR 2 RV IREERRIIN,
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iR: REZES

ZRELYIRRR BTGRP R AIR N5 B

EER &R ER
emm g ERMNE BEMAXRM RIEFRS|
[EMWE DT LC-MSMS FERBEXRIEERE-FULENITES E D/L i P10
PPSQ 1L FAEBRMEN PPSQ-53A HTEREEAS HI B RTINS IRIAZ N miE R B KF b33
S[EBRFET|9DF MALDI-TOF  —EUEIEMN b4
LC-MS 2MABEANRN PPSQ-53A ME £ #E 2= B NaERF
1.MALDI-TOF i ZIEAM I F S REBIEN D T2 P19
LCMS 2.LCMS-2050 ZZ D FEE M AT NAAIL B P23
DTFEN MALDLTOF 3.630 MALDI-8030 A TR EE SRR S T P27
4 MALDI-TOF (RRDIMER 2 ZERUW Z A RERN D T2 P31
5EAMRME AT MALDI-TOF MS MALDI-8030 #47 & R BKAY RS 154 P34
HIFISb 75 B
emm g ERMNE BEMARM RIEFRS|
1. A AT MALDI-TOF MS ST 59 MRS E 3T TR E A DT pag
2. BB RBESE S RTHR &K AN ITERAY P HNE S ZRAEMIEHMNL
LC (SEC) - P52
FRERAS g_ATLOD;'TOF 3. FIF Q-TOF M SRAAZIM A KD e B b :i
4. Trap-Free 2DLC Q-TOF EM S S48 NHIFI AP 2B ArER o7e
5. EMRBMERIBSEE RTHR B A DI B EE S ARHIFH P RER
wIFILEREl oA LC EEEEEENE S EE B FIRPERD RINEFINEE P70
&R, IGERIRIE
M E FERNE RENAERSG RIEFRS|
1. LC-MS/MS SE M3 chfi 4 & BRAYIREE P8l
2. LCMS-8050 SMITEA B M Ay Z=AR AL P85
DMPK 43477 LC-MSMS e 4
3. BeMAAEe - = BN ENEAME P ZHREAY R EIMEE P90
4. BERIE R = IR EIE B A NE M3 A % BRI 291 S gh A P98
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A (B F AR AL B IE: 800-810-0439

400-650-0439

FARTELN REERE S BT AR T RAL QA BERES M) TR EKIR S HIRR,

FMERERNE. SHHEMAR.

BRACWER(RE)ARAF /BREEB)BRAT

FERBARPMEENANS, URREDE, BRHRX0HE
FREBBIMYNA R BIRIRIG IR, FAMIBERRHSE,
WRETHOARBITER,

ENRIBHEA: 2024

http:/www.shimadzu.com.cn

=
JEFEMHEAX AN AT 168 FEAFAEI4E
HRER4RED: 100020

RiE: (010)8525-2310/2312

Py il=!
SR B EAGL6TS LA ERMEEFPOLILE
HBEL4RES: 110016

BiE: 024-23255577

AR
FRHRL—EE56 S R HAES01
HREI4RES: 710065

B3E: 029-62737878

i
BEAFFHFIUEIZOSFRIH14HE
HRERED: 830002

BBiE: (0991)230-6271/6272

EBIN

AR REE220 S X EPR R 5 PIOARE20/E2011F
ERER4RED: 450007

EBiE: (0371)8663-2981/2983 f£H: (0371)8663-2982

f£H: (010)8525-2531

fEHE: (024)2325-5577

R (029) 6273-7879

fEH: (0991)230-6273

Habic}
SRR BN 180 S EBm RS HB2UR
HPE4RES: 200233

EBiE: (021)3419-3888 fEH: (021)3419-3666

FRER

AE TR IR IR~ ASX = BR38SEH - IRMES T
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