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salmon calcitonin

concentration in human plasma by
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(HPLC - MS/MS) Jiikio Ak FIAMKFITITE ML &, 8050 BB R,
STV 45 5 v ERE, ] phenomenex Jupiter® C4 — 300A {434 (2.1 mm x
50.0 mm,5.0 pm) A7 ERE 5B, FBIAHA 0. 1% HERK (A) -0.1% H R 2
(B) s BBREVEME, i A 0. 50 mL « min ™" ALK 50 C JEAE N 20 pl, DI
Tl IR A R A G bR, T LB 55 v g U, P IE i s s =X, DA 22 s g T 1
KT HEH . HRZIENLIRE AR e & TR A% E 0 Bk
F B MRENE. BR HENTRMESR R, FHUY S NARZ B
ToTF I, ik B 45 2 04 b o iy 28 28 P S B R 200 ,4. 00, 10. 00,50. 00, 100. 00
200. 00 ,360. 00 .400. 00 pg - mL™"  AiuERHZE K vy =2.98 x 10 % +5.30 x 10~°
(R*=0.997 4) ,5E & F Ry 2.00 pg - mL™", H A H EIK 67 0 22 (RSD)
BUNF 15% , 32 B R g 60.13% ~ 75.39% (RSD < 15% ) , 3% S 50 % Ky
97.45% ~109.72% (RSD <10% ), HLJFRESESLE &2 E 24 h 7E - 20 C
F =70 CTFREFHRIIT S K FE -20 CHI-70 CHAF 49 d LU ARG HE &
TE H S HERERS TR 333 h (AR E MR I, MERG EAE 97.03% ~ 108. 64% , 1)
. &t AU A HPLC - MS/MS Jy ik o Pk | R % st
4, 7T T 254030 1 2R 58 v SR AE A A

SRR RS 2 5 SRR (3 AR IR DT R I 5 I 24 vk

DOI:10. 13699/j. cnki. 1001 —6821. 2026. 11. 013

i E 5K S RI7 XHERFRERG: A

TEHS 1001 -6821(2026)11 — 1581 —05

Abstract; Objective
chromatography tandem mass spectrometry ( HPLC — MS/MS) method for

To establish a high - performance liquid

simultaneous determination of calcitonin salmon in human plasma.
Method

centrifuge and collect the supernatant, proceed with concentration,

Precipitate plasma samples using organic reagents, then

reconstitution, and sample injection, and a phenomenex Jupiter® C4 —
300A column (2.1 mm X 50.0 mm, 5.0 wm) was used for
chromatographic separation. The mobile phase was 0. 1% formic acid
water (phase A) —0.1% formic acid acetonitrile ( phase B) ; gradient
elution with a flow rate of 0. 50 mL - min~", column temperature 50 °C ,
injection volume 20 L. A custom — labeled isotopic compound was used
as the internal standard, scanning was carried out by means of multi
reaction monitoring ( MRM ) in the positive ionization mode with an
electric spray ionization source( ESI). Examine the specificity, standard
curve, lower limit of quantification ( LLOQ ), precision, accuracy,

recovery rate, matrix effect, and stability of the method. Result The
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method showed a good specificity results of the method, and there is no interference between the analyte and the
internal standard. The linear range of the standard curves for the tested substances was 2. 00 .4.00,10. 00,50. 00
100. 00 ,200. 00 ,360. 00 ,400. 00 pg - mL ™", The standard curve was y=2.98 x10 x+5.30 x10 7 (R*=0.997 4)
and the lower limit of quantification ( LLOQ) is 2.00 pg « mL™".
deviation ( RSD) were both less than 15% , extraction recovery rates ranging from 60. 13% to 75.39% (RSD <15% ),
and matrix effects ranging from 97.45% to 109. 72% (RSD <10% ). The stability of the matrix samples was verified

The intra — day and inter day relative standard

by placing them at room temperature for 24 hours, repeatedly freezing and thawing at —20 C and —70 °C for 5 times,
freezing at —20 °C and -70 °C for 49 days, and placing the processed samples in an automatic sampler for 333 hours,
with accuracy ranging from 97. 03% to 108. 64% , all stable. Conclusion The established HPLC — MS/MS method is
simple, rapid, highly sensitive, and specific, and can be used for the detection of plasma samples in pharmacokinetic
studies.
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WeERAE 60. 13% ~75.39% , HARE SR 1) BAE 7 &R
B /NF 15% ARBUCR—3obE R Ar, Wk 1,

BB IG  Jo R E IRPRE v fe A
RN A= I B S iy o AN P e e N 6
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Table 1 Precision and accuracy of intra — batch and inter — batch and recovery of GLT concentration in human plasma

Intra — day(n =6) Inter — day(n =36) Absolute
Concentration
Liem 1 Concentration Concentration recovery
(pg+mL™") RSD(%) RE(%) RSD(%) RE(%)
(pg-mL™"', x+s) (pg-mL™", x+s) (%)
2.00 1.80 +£0.07 3.67 -9.92 2.02 +£0.25 12.23 1. 16 -
GLT 6. 00 6.20 +£0.20 3.30 3.33 6.27 +0.43 6. 86 4.50 75.39
120. 00 114 +4. 67 4.10 -5.14 123 £8.97 7.26 2.87 63. 00
320. 00 307 +8.57 2.79 -3.96 323 +15.32 4.74 1.07 60. 13
SD . Standard deviation; RSD: Relative standard deviation;RE; Relative error.
A 1.881 GLT B 2.190 GLT

2.207

2.994

1.903 2778
g3 1719 2072 | 2919 3.040

15 17 19 21 23 25 27 29 31 33
1/ min
2191 1S 21094 IS
L5 17 19 21 23 25 27 29 31 33 s 17 19 21 23 25 27 29 31 33
1/ min t/ min
B 1 EREES R (GLT) RIL AR (1S) iy Ay fitk &
Figure 1  Typical chromatograms of calctionin( GLT) and internal standard(IS)

A Blank plasma; B: Sample plasma.
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