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ionKey/MS™ A5 I\

ACQUITY UPLC® M-Class ¥R F /s

ionKey™ A7 iR
Xevo®10-S BEHHEt
iKey ASLTINA R

Oasis® WCX 96 @ T JU uElution 7L — b

ACQUTY® JL oY 3~V T—h

MassLynx®v. 4.1

F—DJ—F

BCTT, 2O pg/ml DEBETOER FREEEBICH. BLDBE. K
BOMBHNE (0.2-1 ml) EHRSIABD, BBEEDET 25, BISARCS
VT, COBRZDEAR. FHEENTT., COLSCHBVNY Y TIVETD
RAFPFUIADBEDHD—HT. BEOHSEBE LD, EHICEENT
WET,

COF7TVT—2aviF. BEESIUCARMEDORIKNTF R (desmopressin.
vasopressin. octreotide™) [CRHDHBEDHIHE BREDHZCDOVWTHRE
LIEBDTT. MREULERTF RO—M4FHEZRT ICRLE T, BIRVE
pElution v I XE— K SPE UV TIVALIEIC, &EEMS DT U H—T—&T
SOXY DRBER, E5ITionkKeyMS VAT AL (B 1 [CA4FVIRDEE) =i
BHOETHAWVS LT, MEEHPT 1 pg/ml DEETFRMNESNE LI, ionKey/
MS YR T LD ZEFTRITTER TSI E T, 25-100 L [CF TR Z R
TBBRCEEBHZICLET,

INAMZF7F U2, Qasis. B> T)VHETALE,
NTF REE. octreotide. desmopressin.
vasopressin. UPLC, 2D 72./0J—, MR,
ionKey/MS. iKey
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RERTTE
ARt
UPLCZR{F MSZE{4
YRF L ACQUITY UPLC M-Class. YRFL XevoTQ-S
Ny TTSyVABHD NS YTER (4 bET—R ESIRYF4T
SFASL 0 HSST3. 1.7um. 130 A, +pPSU—BF : 3.8KkV
150 ym X 100 mm iKey

V—ZEE: 120C
J—VAZ%E 1100 L/hr

(p/n 72000726 1EN)
hSvTAS L ACQUITY UPLC M-Class

Symmetry® Ciga 5 pm. AVIJavEIVES:
300 pm X 50 mm 5.5%10 (-3) mbar
(p/n 720007 498EN) JVIavIRILF—FE/ED

BlCRE(L. R3IBR
JI-VEE: {ta¥siciEEt. X38R

BEE A - 0.1% FEKER

BENEB : 0.1% ¥E=EF7Eb= UL

O-T4VJBR BEEAB=98:2 F—HEE
25 pl/mine 2 53

INVIRIE : #MERYYay 1 (FSyIAD
I7#9—RO-FT42J). 25%
RIVav2~\YLBEZ(FSvT
BHYEINY DTS Y ATHHA

EHAY T b MassLynx v 4.1
EFEY I U7 : Targetlynx™

SLN)
PMISITIUL k2881
TR 3.0 pl/min

ASLEE: 75T
BUTIVEE 1 15C
AAE 5l
YA OIVEEE  12.0 5

HIETL— b © Waters 1 mL ACQUITY
avovavib—hk
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HPLCA~
2 ‘. 7= | ,
NTFR 7= JEECA MW pl Sy H7
Octreotide 8Phe-Cys-Phe-Trp-Lys-Thr-Cys-Thr-ol [Disulfide bridge: 2-7] 1019 9.3 40.8

Desmopressin  Mpa-Tyr-Phe-Gln-Asn-Cys-Pro-Arg-Gly-NH2 [Disulfide Bridge: 1-6] 1069 8.6 16.8
Vasopressin Cys-Tyr-Phe-Gln-Asn-Cys-Pro-Arg-Gly-NH2 [Disulfide Bridge: 1-6] 1084 9.1 7.6

& | NTF RDOEZe94E

Gradient: Time Profile Curve
(min) %A  %B

0.0 98 2 6
5.0 50 50 6
55 50 50 6
7.0 10 90 6
8.0 10 90 6
9.0 98 2 6

B 1. jonKey ¥—X F2UICTSIT YRR

ERSEET

Y2 JIVaiNE

ERMmEE100 L = 4 % U VEKERT 1:1 [CHIRL. BELE UL

Oasis WCXIC KDY JIL i

AIME U emiRsEsz, M2 070 I—)LICR>THBULE L. ETCOBRIEBFECTREINTVET,
B TILDAD>TWVD pElution TL—hDEDT TILICH LT, FHERT v TZTVET LT

Oasis WCX
HElution ZOR3d—)L

HmES: 186002499

aAVF«vaz=vo:
200 uL X&_/—JL

&k
200 pL 7K

o—Rk:

200 pL FIALER U feImERa et
P =

200 pL 5% PYEZ7K
SEE 2:

200 pL 10% 7t b= MUILKER

B

2 x 25 pL 2% *Bm=H

Pt rZ kUL /K=50:50

AR B 2. Oasis uElution WCX
50 pL X 70~ T
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RRBLUER RIFE 7y wewbsy oy 027 TR0
A—b— Yyvay  BEWN) V) oy
HEoEt Desmopressin ~ [M+2H]*  535.4>328.2 40 12 y3
desmopressin (m/z 535.45). vasopressin (m/z Vasopressin [M+2H]>  542.7>328.2 40 14 y3
542.75).octreotide (m/z510.30) D 2 DT 73— Octreotide [M+2H]>*  510.3>120.1 25 17 immonium
Y—EERICAVE LI, R3IC. ThZNCH fon (Phe)

BERDTSTAY NERBEMS FHEERLET, RIBUNTTRONSFIE

ZDRTIEF. XRTFROY A IHINEKTRIRT

HBTEDS. BEMDOSWV by FVICEBEDT

STXRY RZERT DT EN, RELFFRBEELED XU, desmopressin & vasopressin Tl&. y31+ DA A
([CHZET D m/z 3282 DTS ITAXY FEBIRULF UTco Octreotide [&e T ZIVTPSZVDAVEZDI LA
FUTHDm/z1201 DITSTRAY hEFERLE L.

IOV RIST1—50k

20X IS T 14—, INFTICREVLWIA2O070—D78ET /N1 X (iKey) ZAVTITLFE LT
iKey (B 3) [&. BETODFAHALRET, UPLC® TL— RD 2 ym U FORFHFEEINT VD Iz, EiEE
BICHBEZEDSLET. XA IORT—ILD ICBRERE LIc—H4BDTH A VICK>T. ¥=a7)b
TOIFSDE, WRNPHEULEDT Y RRU1—LZZHTF v ES U —EGERICEET SRBEREL
TWET, HSST3. 1.8um. 130 A, 150 um X 100 mm iKey ZEAT DT ET. 4O RIS T4 —CBIF
DERFPENCE—IRK. Vv —TBE—JIR(KR—ZS514UT458). ZUTHAMKY MU v IR (TK
DI D EDORREZED IS LE T,

07014_spe_25uL_036 MRM of 4 Channels ES+
100, 4.95 542.75>328.2 (Vasopressin 2)
3.39e4

Vasopressin

L

Ej’ I/(Ey 7D7/‘7‘57’f _17\}%7_-‘/ ("'fX 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

07014_spe_25uL_036 MRM of 4 Channels ES+
100, 5.77 535.45 > 328.25 (Desmo| pressin 2)

Desmopressin

NTF ROBEIE. 2-50%B DU=Z7ISITV b
ZES5AMITITVFELIE(FR ). B4 (1ClE. 207 — - - — . - - - - -
h9S LOREFIERLTVET, Sy TEy
U735y yaBHZERWEI LT, BICHBOR “ Octreotide e
RHETV. (RTF ROBREZHRTDOICHE
15) BUVVERSIRER O SPE Y 5 )l Z#0— R U
THRRMDDIE > TREF LIFWLI EWV S B 7Z B8 e Ve e e e S YIRS 1NN IS Time
TBHIEDNTEFRT, THIC—MEHE 2.1 mm 247 . _ , _

B 4. HSS 13, 1.8 um. 130A. 150 um X 100 mm iKey Z/BL))E desmapressin.  vasopressin.
AT =IVDICRRICHBIFDYVTIVEZ iKey ITE  ctreotide @ UPLC 8
ATEDcH. BHIEIY N Y IRARCSENDH
pg/mLREDRTF R &5V NI ZEENDIEHEIC
BRHTBEDICERENDREICDVT, KIBFLK
EDERET Y,
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ionKey/MSIC & EE D=

PRAT—IL (2.1 mm 1.D) [ UL T ionKey/MS (&, EERENTF ROMICEER SNSRI REDR
FEAREICLE T, CDT LR BEOHFIFCEELZT D —AT. KDABEVWTYTILEEDERAIC
BVWTCHEMTY., B5 &6 Tld. & M 25, 100. 200 pl DFWMEMH S, 2.5 pg/mL D desmopressin
& octreotide H FFAR <10 pl TEBICHREHENTVE T,

MRM of 4 Channels ES+
100 5.76;368 535.45 > 328.25 (Desmopressin 2)
H ing H 9.09e3
200 pL extraction, 5 L injection Aron
U VS URSESSVOMIP . ¥ L < L 'A‘h A S
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 535.45 > 328.25 (Desmopressin 2)
. . . 5.78 9.09e3
100 pL extraction, 5 L injection 274 ot
04
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
1001 535.45 > 328.25 (Desmopressin 2)
25 pL extraction, 10 pL injection 9.09¢3
rea
A B 5. jonKey/MS IC & & FEE DG L :
I desmopressin (2.5 pg/ml) & £ ~M14E
0 4 it ? T r r pabelci i na Wy T v eltatosequm bt L by ¥ v . r . Time DSHHT BEICK SILE
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100- 5.91 510.3 > 120.1 (Octreotide 3)
. . . 1955 9.03e4
200 pL extraction, 5 pL injection Area
0 T T T T T T T T T T T T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
1001 510.3 > 120.1 (Octreotide 3)
100 pL extraction, 5 pL injection - 9034
1264
0 Ll T T T T T T ? T T T T ¥ ¥ 7 7 T 7 7 7 T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
1004 510.3 > 120.1 (Octreotide 3)
: o : 9.03e4
25 pL extraction, 10 L injection Area
: 5.92
°? & 6. jonKey/MS IC & & BB DG L :
M octreotide (2.5 pg/ml) & & ~IIZRD' 5
0 e A e e e TimE HHHT BEICK BLIEE
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
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SPE (&, RIFICHEVWTHEEE A Z VHRE— RO
AERFBEahE Oasis WX ZAVTITLE LT,
CDXRSBEIYvIRE—REMHZFERTSHILET.
INSDORTF RICHEESNTVDERMEPRE
oELEERES L. YYTILDKDENEIU—
V7w TEAREICUE T Desmopressin. vasopressin.
octreotide . MERICL\K DL DEBEZERIML. ES
LE Ul INSOEREB7Z. 4% U VB THBEICT
B LR FVINIERICKDWMELY Y TILDH
472555, FIERI & DEAPFEDNEICIRIIBE T,

SPE [CO— R UTEEHRHE. 5% 77 VEZ77KITHEWNT
10% 7 b= FUILKBERCTHRALE Ule. RBE
BHBIRIE . BEEEE 50%. K 25%. FBE 2% TUT.

96 U )LD Qasis pElution FL— T+ —< v b,
TR BOMIE (30 HKim) ZBZHIC L. KEH
DARREZEORY AT LICKDEEEICHR
HLTHD, AROR)I—Ty bHEELET, &
5. TOT#—<v M. EHEDHABETDR
HZAREE Uy BBICKDRTF ROBACHT
OREMZR/IRICT 21T TEL. RE@ LD
[CRHSNBHEBDRBOHITAET T,

EiRiE. IEfEE. BE

E hMEICKEEE 1. 25. 5. 10. 25. 50. 100.
250, 500, 1000. 2000 pg/mL T & # UL fz
desmopressin. vasopressin. octreotide DE#RME. 1EE
EIFHEM4ZRD DI DIRBIREMER L E UTco AN
Uleln#EY > 7)L® SPE (. LiRDi@D [CfTLE
Ufc, BEiRF. BmEREHOE—IJE/ZRANT
1/BE (1) DEHMIFICLDEMHRDEIRETIVT
ERLLZE Uiz, 100 L mmEZEAVNT,. ZNZENo
NTF R T DREROERZ, 7 DA B. C
ICRULZFET,

Compound name: Desmopressin

Correlation coefficient: r = 0.999596, r2 = 0.999192

Calibration curve: 63.2499 * x + 154.958 A
Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

Residual

100000

Response

.
60

40
20 “

0 %

X
x.
-
P

-20

pg/mL

75000

50000

25000

-8 pg/mL
-0 100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000

Compound name: Vasopressin

Correlation coefficient: r = 0.999367, r2 = 0.998735 B
Calibration curve: 56.8185 * x + 51.2769

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

Residual

Response

X

=
x

5.04

xx
x

-5.04

pg/mL

100000

80000

60000

40000

20000

-0 pg/mL
-0 100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000

Compound name: octreotide

Correlation coefficient: r = 0.999218, r2 = 0.998437

Calibration curve: 610.829 * x + 19.8713 C
Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

Residual

Response

10.0 X

x

5.0

=4
< x

0.0

X X
-5.0 4 X

-10.0 §

pg/mL

1250000

1000000

750000

500000

250000

-0 pg/mL
-0 100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000

B 7. m#5EH S#H LIz desmopressin (A). vasopressin (B). octreotide (C) DIREMRIEE
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REBOBRITU—%&, KA4ICKULET. 1/XDEHFFERANT. 1-2,000 pg/mL DEAEICHBIF D R? (F.
EZH—UR3IDDETDORTIF RICBWVT> 099 TUT, MEH S LTz Desmopressin. vasopressin.
octreotide DIZEHB DI/ OV TS LDREHIZR 8-10 ICRLET .

MRM of 4 Channels ES+
100 3108 535.45 > 328.25 (Desmopressin 2)
7.36e4
8 50 pg/mL Area
0 T T T T T T T T T T T T T T T T T T N T T T N T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 2113 535.45 > 328.25 (Desmopressin 2)
5.14e4
2 { 25 pg/mL
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
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 1326 535.45 > 328.25 (Desmopressin 2)
10 /mL 3.09e4
8 pg/m Area
0 e e B B e B e B A e B A e
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 437 535.45 > 328.25 (Desmopressin 2)
X 5 pg/mL 1.12e4
> Area
odd, .
T y T y T T T T T 7 i y y T T T T y T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 217 535.45 > 328.25 (Desmopressin 2)
2.5 pg/mL 4.96e3
E 4 ‘,J\A‘ Area
L e e e e e
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 168 535.45 > 328.25 (Desmopressin 2)
I 5.23e3
a\°] 1.0 pg/mL A“ Area
0 by y + v v v + it ks y Amasenpanss Pl ¥ by ¥ ol
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+ -
100 535.45 > 328.25 (Desmopressin 2) B8 mEHSHHUIE ] 2.5, 5.
4.77e3 .
2 Blank Human Plasma i wea | 10s 25, 50 pg/ml D desmopressin
0 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 Time CISVIMRELRLIEZD
Y RISLB
MRM of 4 Channels ES+
100 2651 542.75 > 328.2 (Vasopressin 2)
g} 50 pg/mL L s.47ed
0 T Amans; T T T T T T * T T T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
1516 i
100 542.75 > 328.2 (Vasopressin 2)
g} 25 pg/mL 3.87¢4
N
11 Area
0 T T T T T T T T T T u I Amansaasns T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 503 542.75 > 328.2 (Vasopressin 2)
10 mL 1.55e4
o\“} Pg/ Area
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 300 542.75 > 328.2 (Vasopressin 2)
# 5 pg/mL WL =
o A, Lo A\..._ " . YO S
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 2.5 mL 178 542.75 > 328.2 (Vasopressin 2)
a] pa/ M 4.78¢3
N
< Area
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
MRM of 4 Channels ES+
100 542.75 > 328.2 (Vasopressin 2)
,1 1.0 pg/mL o1 3.63e3
N
° 3 W prea
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
s 10T 8 Chinnels £5 B9 mEHSHLHUIE ] 2.5, 5,
100 542.75 > .2 (Vasopressin .
; Blank Human Plasma 4.58e3 10. 25. 50 pg/mlL D vasopressin
B
A y—
o LMt ool bbb bt D S TS MBERE LSO
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 CRESLE
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[ApPPLICATION

20256 510.39130.4 (Ocireatide 3)
103] 50 pg/mL 75865
0 {0 200 300 | 400 | 500 s.'ooA "700 T 8loo | 900 | 1000 | 11.00 | 12.00
o toizs 510391201 fgiﬂlaiﬁsdzez
§] 25 pg/mL lArea
0 T {0 200 300 400 | 500 6.’00A "700 8o 900 | 1000 | 11.00 | 12.00
MRM of 4 Channels ES+
100 s163 510.3>120.1 (Octreolti;ﬂzee?;)
$] 10 pg/mL “area
0 1.00 ' 200 = 300 = 400 ' 500 = 600 700 ' 800 900 1000 11.00  12.00
MRM of 4 Channels ES+
1oo] 5 pg/mL A 510'3>120'1(ome‘;t.igfe?
53 Area
0 " 100 | 200 300 ' 400 = 500 600 ' 700 800 900 10.00  11.00 12.00
1377 510%‘1’220;: ((Zgz;re!:LsidiS;
103;| 2.5 pg/mL 7.i4e4
0 1.00 200 | 3.00 = 400 500 ' 600 700 800 900 1000  11.00 = 12.00
510.39130.4 (Ocieatide 3)
“’\“] 1.0 pg/mL M e
0 "ioo 200 ' 300 ' 400 ' 500 | 600 ' 700 | 800 900 1000 ' 11.00  12.00
MRM of 4 Channels ES+ B 10 mEHNSHELE]. 25,
510.3>120.1 (Octreotide 3)
w\o] !‘\/\«“ Blank Human Plasma 1eses | 5, 10, 25, 50pg/ml D octreotide
W | eTEvomEERmLESD
1.00 2.00 3.00 4100 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 TRISLA
Desmopressin Desmopressin Vasopressin Vasopressin Octreotide Octreotide
MiFRE [k HERE  TOBE MiRRE [k HERE TIRE MmiFRE i HERE TIRE
(pg/mL) (pg/mL) (pg/mL) (pg/mL) (pg/mL) (pg/mL)
1.0 215 0.95 94.8 1.0 107 0.98 98.9 1.0 668 1.06 106.0
2.5 319 2.58 103.5 2.5 193 2.50 99.9 2.5 1474 2.38 95.3
5.0 453 4.70 94.3 5.0 344 5.15 103.1 5.0 3017 491 98.1
10.0 898 11.75 1175 10.0 646 10.50 104.8 10.0 5820 9.50 95.0
25.0 1965 28.63 114.5 25.0 1551 26.38 105.6 25.0 16404 26.82 107.3
50.0 3363 50.70 101.5 50.0 2781 48.05 96.1 50.0 29385 48.08 96.2
100.0 6376 98.35 98.4 100.0 5454 95.08 95.1 100.0 59131 96.77 96.8
250.0 15625 244.60 97.9 250.0 13751 241.10 96.5 250.0 149267 244.34 97.8
500.0 33594 528.68 105.7 500.0 28805 506.05 101.2 500.0 304504 498.48 99.7
1000.0 62242 981.60 98.2 1000.0 55252 971.53 97.2 1000.0 584899 957.52 95.8
2000.0 126145 1991.95 99.6 2000.0 115450 2030.98 101.5 2000.0 1251918 2049.51 99.7
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[ ADPLICATION NOTE ]
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