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R o7 352 9 R T A i R R R O 0

1 EE

APRUERLE T ML 25- 52 A2 2K Dy AN A4 ML I 3 - TR 437 28 0 R 00AH (5 385 A IBC i 3% 12 1Y) i AR 22
SR AL A5 R HE R AR g SRR AR TN KBRS N A
AR T R S 6 3 R P [ 7 2 R A 3% e R B A R I LT 25- R AR AE R Dy

2 MEMESIAXH

NN SRS T A SO 5 1 e AN il A o FLE T HOI A 51 SO A H 3 B9 RRAS i T AR S
F o FURATE B89 51 SCE  FE s A CRLAE BT A 98 k5 3d& T AR ST
GB/T 6682 73 Hr 5 4 2 K MUAR AR 7 ¥4

3 ARIFFMEX

T AN FE S T A S,
3.1
M #= internal standard
P SE AT I A B AR P RE S T A 4 & B E AR AL &Y.
3.2
# HBR limit of detection
FH 20 7 0 B R Y AR AT 0 I A58 JFE 75 Bk 04 90 5 B A AN A7 AE B R FIRE R B 75 B 5T B 43 £ 7E 1 15
FIMEARR .
1 E BRI R AL SIS 4 (TUPAOHEFE o 1B [ ERIAE 7 0.05,
iE 2. RIS LOD,
[JJF 10012011, 5 ¥ 7.18]
3.3
Z 1 linearity
TE 255 78 10 D s 0 L PN 00 5 25 SR 5 R A v 2 B 40 1 L W LU 9 B BB T o AR 1 D 5 R A
2B T N TE V&2 TR )R G R
[WS/T 4082012, 5 X 2.2]
3.4
ZZMETE B linear range
i1 S 06 R B0 1) Fe 2 o0 AT 45 R Ol T B A2 1 At Y Tk B L DU R R R MR 25 AR T AR 2E
[WS/T 408—2012,% X 2.3]
3.5
EFWMMN matrix effect
B DU St LA A B A AR e X ) g 0 (L P 5 )
[WS/T 356—2011,E X 2.2]
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4 HSEHKE

TIN5 5 G w8 TS AR Sk

25(OH) VD, . 25- 8 744 # D, (25-Hydroxyvitamin D;)
BSA . 4= 1l 3 F % A (bovine serum albumin)

CV .25 % 2 % (coefficient of variation)

LOD. %} BR (limit of detection)

MRM : £ Jz W Wi il (multiple reaction monitor)
SNR: {5 Mk, (signal to noise ratio)

5 MMEREIIE

ABRUEHE S 1 25 COH) VD, K J7 325 LA RIS 28 50 P8 VR0AH €00 3% 5 30K o 1 v S R R 38 . 7 02 AR
E AL Z AR 25 COHD VD, g ARG I 28 138 H o AR 5 1003 35018 6 )5 OB AE IR 7 1 4 B
H™ 25COH) VD, . I FVE R B 5 W AN i DL TE R H s AV TE S e IR 4R I HiE W AR T . &
75 Y0 W RIS WS A o R RO G B G T R 0 B O RS I IV 25 COHD VD, Rl bR 4R 5 1 88 648 . H
25(OH) VD, Al bR 1 AL LT3 L 25 (OHD VD, #BE .

6 iak 5 F0 B )

6.1 KF

A3 AR A F

a) K EARA R B L R GB/T 6682 & X — 525 FHK 5

by HEE (5 4l

o ChE. ik

) IEC k. Ak

e HWig. Ak,

D BREREELAKESY (ZnSO, « TH,O) 43 #74fi , CAS 5 . 7446-20-0;

@) PUSTAR H E (d4-H ) 4l =>99.9 % . CAS %5 811-98-3;

h)  BffRE 8L K AW (Na, HPO, « TH,O) /314l , CAS £ .7782-85-6;
D BER A — KA (NaH, PO, « H,O) . 43 #Hr4li , CAS 2.10049-21-5;
D EAREN T4l CAS 5 .7647-14-5;

k) G AR (BSA) 4 i =>98% ,Mr=66 kDa,CAS 5:9048-46-8;
D &EA el . CAS 5 :1310-73-2,

6.2 BEHIABRE
6.2.1 THAERBRE

LALLMV 56 5T 1) 2% 2, PR RIS Y B8 1R B 36 2 pH B R 19 ) BT R AT I L S R R ALLN il
LIRS . ARSI 264k S5 TC 25 (OH) VD, 1925 [ 5 5, 0 38 4 . 38 A I, 7T SR 1 F R 7 i
AT
a) FREE 2.140 g B A 8 £ K4 & W (Na, HPO, » 7TH,0),0.268 g Bifie — 440 — KL &9
2
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(NaH.PO, « H,0),0.900 g & fbL#h, 5.000 g AFMiEHEH
b) W T Y 75 mL K
o) M 1 mol/L & ELMNEE W4 17 pH F| 7.4;
&) EHFEH 100 mL ARt
e) MK E L B HEZ B
IR 2 C~8 CRUEMER 1A A IILRAF AT I A B 5

6.2.2 (AMBERERRK

T B AT SR R 3R 5 vk AT C

a) Rt 9.50 g BRREELKIL AP (ZnSO, « TH,0) 4

b) fiMA 10 mL /K

c) FArIRA) 5 min;

d) #F#H 1 min;

e)  TFIRA 2 min KU b, B AKHPURABEY M IE .

AT AW TP R R B LK AL A (ZnSO, « TH, O EEH 0.2 mol/L, %% 2 C~8 Caz
PR 1TAH.

6.2.3 75%BERK

& B AR R R 7 e e AT B

a) FLEL 30 mL FEE;

b) fmA 10 mL /K ;

o RAESIMA 40 pL R

D FEAIRA.

W 2 C~8 CREMEN 1IN,
6.2.4 FZHEA

T8 FH B AT R B R K PR TR, 2 0.1 Y0 B R ) 7K R TR ) ik A B B 300 mL KL A 300 pL H
MR . i 30 AH B B e BC A . T AR e Y R A
6.2.5 iz B

T8 PR, AT SR A R B VAR . 7 0.1 %6 FH R i B I I TR A TC 1) 7 32 M AS B 300 mL HEY RS, i AL 300 pL
R, BN S5 LER BRI H &7 B H
7 ILEE
7.1 REBEEERREEARS

VR 2 33 R I O B ) R 49 A AT A T K

a) A AH R

by = PG R B BT PC A RRE B I 0 H I 25 B - R (ESD BT i ROE 5 A L £ TS AU A
A IEH TAEM R,

7.2 #HiEBIEHE
RO €20 35 A I 3 R T FH DL R
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a) M Cog B AL HAT B4 A2 E M A i B
b) LR A AR BRI B AR TR

7.3 X¥E

T 53 22— R e /Nr BE 0.1 mg) o W HEA 4 I A6 5 1 A6 SR Y
Ty 2 — R (Be/NrBE 0.01 mag) WA 1 5 % I 76 5 o A s SR 4 A

t

7.4 BEM

I

K B AR FRAS i £+0.10 mL,
7.5 BiIH

KOF-J Sk B O B0 ) R 14000 g
7.6 ERNESS

T TR A /N BRI A i e iR SR A R A

H

7.7 RTRE

A

A R IR R TR
7.8 MEBKRE
AL HE G M B DR RS WA AR 1 000 pL.200 pL Al 20 pL BSR4 — 32

79 BLE

I8 A AL HTRAR 1.5 mL . B0 AR B R O AT A BT SR A U A 2 5
8 X
8.1 @M

AR5 k8 T 8 L KR R T LY AR AR 19 25 COHD VD, R EEAR I

TEAL BRAEAS I+ IO 7™ K% T8 DA X 385 7 A 00 1 D P AR AR A LA A O L 5 T I S 10 A 1 2 A ML O
AR L E Xt B AT Ak B
8.2 HARE

BN AN HAR T 0.15 mL,
8.3 HAMREF

T M AR AR S S S RIS I L BT 2 °C ~8 "C IR AF L AR AE I A 1R, —20 °C KRR DL
RRERAF R A 3 A A o AT LAE E R T BRI B SRR AT . VR TR AS B 0 TR B A 0

{1 7 P 300 IR 2% A B A7 e T 2 R 0 T A il 4L SR iR 2
4



WS/T 478—2015

9 MMREZEMATBINES

9.1 HRHEBERBREBEARENES
9.1.1 RIERSEBOIMES

R i R 5T T AR GE R AT PR A A AL 4

a) it 3 4 H WREAT i B A E I S A

by B R AR B AL B 25 B UGB AT IE R

o) HABERFIE R T AR ZOR AL T 4 B A2l 8 75 5 2R VIR T A LR 1

9.1.2 RHEERGHHHESR
G W R R VA ZR B AT v A AL
a) VRBIAHMES HEAR 6.2.4, 6.2.5 MERTEIA AL 3AH B A 10 min~15 min;
b) O AE A A IS B Sh A ) (i A s BARFR L 20 = 80) 4 (A5 A — E a2
T A 73k B
9.2 IRERBMAGRBIRHES
9.2.1 IRER
9.2.1.1 25(OH)VD; R/ &
afi B =>=99%,
9.2.1.2 R ERIEHR

IO A FHASE Al 32 B ARIE 19 25 COHD VD, 9 AR AR iC MRS E Al 2 3 SR AIE T 3 4. AR
PR AT B At T30S BRI A 5 A 77 T e S AL 1) 77 B 15 i P 0 D 13

9.2.2 WMEBRBENIRBRIHE &
9.2.2.1 2 mg/mL R/ REE R

P i) 7 AR

a)  MREL25(OH) VD, Fr#EM 1.00 mg;

b) A 500 pLL P A 5

o) FAMIRA .

WA —70 °C R LTt 2R R AE 6 A~ H

9.2.2.2 1 mg/mL NirfEE R

Be il i anF

a)  FREUFEA R ARiE i 25(OH) VD, 1.00 mg;
b) A 1000 pL d4-FP A

¢ F4HIRA] 1 min,

W —70 C L UIN#EE DA RAE 6 N .
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9.2.2.3 HWHRIIER

Be il i anF .

a) W 0.010 mL 2l HY 1 mg/mL WNERE W INA 0.990 mL B EE, Bk B 10 pg/ml #Y
LR T AW 5

b) M 0.100 mL 241 10 pg/mL Fefili TAER A 0.900 mL I EE, B i B0 1 pg/mL [N
b TAEW

WP A — 20 C KDL s 2 AR AE 3 1N

9.2.2.4 HAEREMIER

B i) 7 AR

a) M 0.010 mL & 41 2 mg/mL bRk 5 A 2 W, A 0.990 mL HVEE, 58401 51 . 159 B ik B oy
20 pg/mL (AR IE SIS TR 15

b) B 0.100 mL AR fES R TAER 1. A 0.900 mL HIEL, FE4M R 5T 15 B B Ky 2 pg/mL (R
IR T AR 2,

O HFRUESHIERE TAEWE 2 4% IR 1522 252522 1,25 ¢ 2 ¢ 5 LR bR oE S LR T AR 3~ 9.
KB, o ul i E W BEECY 1 pg/ml, 0.5 pg/ml, 0.25 pg/ml, 0.125 pg/ml, 0.1 pg/mL,
0.05 pg/mL,0.01 pg/mL AYFRIE S FEARE T AR .

HRINEW —20 C R UITFROEEDA A1 ANH .

9.2.25 HEMIER

9.3

B il 75 F

a) 43 i AN [) ¥ 32 A s o ot i T AR 2~9 4% 0.100 mLs

b)Y HIA 0.900 mL 2% [ 5 W ;

o FAFIRA, BB W E SN 0.2 pg/mL, 0.1 pg/mL, 0.05 pg/mL, 0.025 pg/mL,
0.012 5 pg/mL, 0.01 pg/mL, 0.005 pg/mL, 0.001 pg/mL AFRAES TAEWR .

WRINER 2 C~8 C R U FREE DRI 1.

BEARBALE (BERERTERMAFNLFEDS)

FEATT A EE LN E -

a) B HUIML I AR A B bR E i TAEW 0.150 mL, A 0.015 mL AR TAEM G R 1 pg/mL) , 7845
"2

b) I ABRER B 0.150 mL;

o) SIAZME 0.300 mL;

&) FFIET 30 s, (22 'C~28 C)# ' 15 min;

e) JIAIECHE 0.750 mL;

D RIZIRE 30 s;

g) B0 5 min, B0 J1=>14 000 g

h)  AFWAEA SRy =2 U BJRAHLZE 0.500 mL T 55— B0 b O B b K rp ] K 2

D ERTFTEAIKRT;

PO 75 % B 0.200 mL;

k) FEAMIRA 30 s,
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9.4.1 REBIEEH
9.4.1.1 REBIENIF[EHE
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il P a] LLSEBE F AR 55 25 B F I 9 58 o0 0 8 LA S B0 H AR W 5 H At o0 A 90 A5 28000 8 O AR A+
R e R g SO R AT A PR AE A0S -

a)
b)
c)
d)
e)

9.4.1.2

R W
WA W

7.2
9.1.2;

W 0.5 mL/min;
FERER . 0.010 mL;
IR .50 C.

ik 18 & i 5t R 5%

il P 2 P AR Bl S 9 5 B AT AR AR A L WL 1.

=1 HHEBEXEEEY

P[] WA A s B
min % %

0 20 80
2.3 20 80
2.4 2 98
3.9 2 98

4 20 80

9.4.2 JRiE&KH

SR I B i AL R O SO G A e L R I L il
LB R 3 S A B AT 26 PR I3k 2.

o P 8 AT AT A i B A 8RO U A A B 7 IR A 26 2 TR BE L DL R S A | T R A U RE R

®2 BERILENEMG

f88 B i 45 2 B 2 T S BLAR v A R AR Y

. o BEHERIES . BT | T | HEFLHE | AR A8 & (9 B3 A A
W st , TR Y
kPa(psi) m/z m/z v eV s
B ik 383.2° | 106 4 0.1
. 25(OH)VD3 401.3
G .. .
gl C L/min 159.1 106 24 0.1
ESI | (MRM) iE & | 345(50)
B [A) 7 ZE Frid
T 275 o |PEER 404.4 | 386.3 106 4 0.1
25(OH) VD3
CHTMTRER.
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9.4.3 HiHBIEHEKRIEEN

IR LR A0 B AT WO €00 3 E 105 15 A 0

a) MR 9.3 J5 IR X AR HE ity AR ORI U R AR HEA TR AL B L R IR 9.4.1~9.4.2 ZRAFBEAT UM €
T I T 2 o AL

b) b o ity A R AT AR BRI L i B R ol AR B e T 2 AT R € 3 S TR S 0

) AFIN I RE A HEAT F AL BRUS  FE AT WO €3 H IR BT A

9.44 HRiITE
9.4.4.1 {REHE

25COH) VD, 75 AR (0 35 Hh P B I [1) W4 Aol T A €00 35 A P BE S ] T A7 2 S+ A 08015 s o o 9 T R
B IS ] 22 {H /T 0.1 min,

9.442 TI{EHZME
9.4.4.2.1 HEZHE

Xt 25COH) VD, MAfZZR FRic 25(OH) VD, 43 2 342 B MRM % 1 @3k (&1, BLr 1545 A [ 1§
TET AR o LRV ol S i 8 1 0 TR AR - A s U THT AR Y LU AR A SN AR B+ LA o i VR 5 PN A R R 1 LA
AR AR AT BRI A (DR TAEMEA S a0 4.

A std Cstd
—a ><
Ass Cis

+b NG D

Vb
A qa—RifEM TAEBCH 25(OHD VD, & & 8 1 MRM U3 i i £ 5

A FrofiE i TAE P AR MRM B0 06 1 B
€ d PR TAER P 25(OH) VD, Y% B ;
Cis B b TAER P AR e B AR T ErP b e B 1 pg/mL;

a — WMEHLHWER;
b — A EHLWEE.
HE&ME X FRE R >0.99,

9.4.4.2.2 BT T

B 9.4.4.2.1 LB S a0 AKX BRI TAEMZ.

A target C target
i —a X =1 B P D)
Ars C1s

A
A e —— M FEAS T 25C(OH) VD, SE 5 MRM B4 1 7 5
A — MFFEA T N FRY) MRM BLUp 0 1 A1 5
Comger —MLIHFEA T 25COH) VD, MR 5
e MIEREA T AR UL AT R E R 1 pg/mL;
a &M 9.4.4.2.1 HHIEGE R H LR
b H9.4.4.2.1 UG TR B LR
8
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9.4.4.3 MmiE#HAt 25(0H)VD; iR EHITE

X FEAS TR 25 COH) VD, MlE Fbrid 25(OH) VD, # I8 2 40 5 #2 it MRM B (8 3% 4] , 1
= E

i
TS B, R 9.4.4.2.2 152 TAEM &, 7T T 5545 83X (2) W ¢ e (H» BI I 375 A A4S A
25(OH) VD, IR B .

10 FEHESR

10.1 #tEA

SEIG AL S L T R O R BEAT 2 00 VA L B ORE 2 BE L IEE0 B L 2R ML LOD ., 3 iR R N S5
10.2 HBZEETFH

I W PR 52 36 =5 b 7 fk 2 5t 2 (Clinical and Laboratory Standards Institute, CLSD /A sl & 2 &
A3 B AT M A A5 B PR SO X 5 vk ARG 4% B EAT T L3R 3.

x3I BEETMNER

B ity CV fith) Cv B CV
ng/mL UO UO UO
16.59 1.93 4.49 4.79
39.22 1.98 3.85 4.22

10.3 IEWETEMN

AT FF R o A ) FH AT S A 14 40 Sl A RS SO P 5 5 BEAT VA I 0 B D A 5 2R A AR 5 007
A
10.4  ZeMEMN

A CLST 23 A ol B A A1 B9 AT Ml A o 25 RS A SO X 7 3k I R HEAT VAR

R O 135 FEAS A A S ] 10.16 ng/mL~70.54 ng/mL. QSCER I AL a5 i) BEAR R B2 I 3 A A 2200

RIS AT R M Y R 4 A R 5 G A I A 40 9 it ) B8 o (DN I35 5 28 900 MR i o AT 4 R e P 3 T A e BR
T R ARAAR By e BE BRI L R (B LT D O LT A S8 B AR A AR I3 S OB LT .

10.5 LOD

I SNR=3 1 fe AR o 2 355 il an Az tH BR 4 0.5 ng/mlL,
10.6 ERHAN

HRAEAT M PN B Al U A AT 8 JL G P S S DA AN [] 98 B2 I 1 % Jo 4
a)  AEVREEH 10 ng/mL i kBR300 A 0 400 400 % 9.0 04 5
by FEVCSE N 25 ng/mlL I, BEBTRON 40 O8I 12,304
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