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1 5HE

A BUVEE T8 B . B D AR A A = DO AR R BB € - B R A (AT AR
LC-MS) Wk,

2 SIRAXH#

GB/T 6041-—2002 i 43 #7 7 ¥ i W

JIG 705—2002 ¥ AH A 35X

GB/T 6682—2008 4341 52 50 5 FH /K A A 6 Jr vk

Mo H Mg 3, A0 B M A TS I FARRLIE; LA B IS
ff, HEFBRA (WIEFA MBS & FARME.

3 RiEMITERM

3.1 “4¥tS1 resolution

S3 HEWASAH QBB I R BE T, DAL B A0 R 5000 b I B B (TR RR I TE) R
Ny BH Wy, BAREFREBHRA (W,
3.2 WishiEH flow injection

AT O TE A, T S AR R R v R A B R — R R O
3.3 BEEE FWAMl  selected ion monitor

Xf 4 R iR RN R A B AT R I i K, RTRR SIM,
3.4 YEPERNV WM  selected reaction monitor

Xt BE B AR 45 T RE B T AR I 1B RE TR O K, fTRR SRML,
3.5 BETFEEHEEM repeatability of abundance ratio of ion

[7i] — ¥ JBE P 15 D00 00 A A [ 00 B 2 P IR S B A I R K B8 1R L M A
3.6 HIMEEHLE electrospray ionization

7E 1o HL 3 0 R R T A AR B S L B 1 X, fRIAR EST, 432k ESTIEE
FHE (ESI+) Fi ESI i@ 74i (ESI—),
3.7 KEHKEA¥HE atmosphere pressure chemical ionization

KA —F A, 78 KA T AR Sh 38 of B ok B WS b, DA S ol i U8
AT BB T, @ APCL, 434 APCLIEE 7 (APCI+) Ml APCI fi &
FHRX (APCI-),

4 #RiR

LC-MS S5 OR300 B 3% SO T iAX 4% T A% bl ke B2 fr . L AR R

2 DS B BUR T RN S B‘J%Afﬁﬁﬁ‘iwﬁAﬁ%—*&%Yﬂ' s FTAIME R T IR0
1
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B, PR WA, RERARKNE T NS FERES T REHITRAARR, R
R R AT S R R AT G (AR RIFR m/2) RS F40IF, 18 BIKERAT LU HES /B

RERE L SE R B AT AL B, W LA BA A i A BAR

LC-MS ¥ EAMERAAGERL . B T8, BRI, RS, B2 RE B0

ARG TR
5 tERM
LC-MS &5t s bt aEfgbr W3R 1.
*® ] B AR
R PERE HL B THERPERERRAR
Vi Pl = Fr. BRAPUARAT. BB E <lu
ESI+ >30:1
>10+ 1
" 30: 1
" 0:1
. 0:1
0:1
o A T = 0.5u
LA s <10%
B R T E R BB ESI+ <30%
88 I ] T A N = AR . DR AT, BB ESI+ <1.5%
E: U BT R INGE H# l, RtE5H.
6 BHESH
6.1 FEERAM

6. 1.1 ANBEE ARTEAT U B A HLAR IR B, O RE T 0, RS LRI SR,

By V3 JB MR A

6.1.2 B 15°C~30C,

6.1.3 AXWHEE: AKT 80%.

6.1.4 HLPEHIE. (2204+22) V; %K. (5040.5) Hz,
6.2 hrEy BRI E B A

o 2 A 5 A P TR AT SR AR R, A BE A G TR S B
6.2.1 FIIMLF- Y RAR MY R, AXT T RAHEEMR T 5% (k=2),
6.2.2 BWARBWE: BBE 100 oL 5 200 pL, BHKEL I,

2




JJF 1317—2011

6.2.3 ZAEM: 10mL 5% 25 mL, BHE I,
7 RAETIHMKERZE

7.1 APAG AR

AR EAR R XER A FR . BS . W) &, AT AS . ) HISENE.
7.2 S

TSR BTTRRE T, MBI UL B HERE R ES L, BREEERN m/2=
606~612, HEIEA CRIEWSHTEF H X, 208 6B 63 RGN RS A S
O EEEAE TR D 808 S0 GRAH A% 5 -4 B % B) 1A 5 ng F
M- BTG E, id 5% m/z 609 i, JFitBH 500 M mAMigsE, 55 W,
U IOk N
7.3 fEMEL

HRAE B 5% B 3 MO 635 R A R AL B A5 1F, BRI B 118 m/ = WK 2 P g
LR B m/z, L6035 K T A K N & i A . R AR, o 5% (6 e = AE N
H,. [FBERES¥)E 1 min~3 min B 6] () 3EL 8165 S MR RE S RMEIZ 2,
iR H.o BEARX (D HHHEEME S/N, ELENE 6 )k, L6 Will& S/N K- H1H
AL A0

S/N=H./H, (1)
Arfr: H—8WET On/2) EM6EER;
H,— 3L 1.
x2 ERENEEG
NE TRl L B AR HEHE &/ pe KRR B T/ m/=
=T PR AT ESI+ 50 609 (BB F)—>195 (F&F)
FPURRFT . BB ESI+ 500 609
= DY FF ESI— 500 607
= H U AT APCI+ 50 609
UM AT . BB ESI— 500 607
FPURRFT . B F B APCI+ 500 609
7.4 JREYERPE

MY 3 A LC-MS JFCR BN VG, 28 T AH R A0 A v 4y 0 sl ol o], R 39 i 3 FT iR
N 3 FAHNAFAE B 7 BB 5 MYEE (Bl anxt FemMERE , &R m/z=190~200),
EHEEE AR R AR e Bl . RS AT, 1O SRR B 1 1 S R (A RO
FHWONBERTEPIAD . REEAKX (2) TH5 AM, LU AM iy fs K AR AR S 52 8 o o 1 10
iR
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AM=| My — My | (2)
s M—5 i DE TR, o
My —5 i M TRBEBHE, o
%3 REBAWENNEFRENSERTRRE

LC-MS Jif 2 00 i 3 Bl b A ) o 5 7R PEFER /ng FROE B F SR m/ =

i e LR 5 195.09

JiE BB KT 1000 RN 10 315. 23
) ifiL - 10 609. 28

59. 05

175. 13

616. 46

- PPG425, PPG1000, o 906. 67
PPG2000 1R A 1254. 93
1545.13"
2010. 47"
2242. 64"

x HHGBLNET.

7.5 WA S PR AR B ) AT

KR B T m/z RN R 4 PR R T/ m/z, S AL TE A B & A9 A I
VLB f6 6 IR, 30 s L g, g 1 0 1T PR B N . IR 6 Y. AR AN (3D 4l
e T A B (6] A A AR MR 25 (RSD) 1 Sy e v B T 52 Pk 5 0% B O ] B O

EZE N

. )

JZ(I, —x)? )

RSD= [i==} — X — X 100% (3)
6—1 x

Kb, 28 W RAE A E (min) SR
6 YR AR B ] (min) B AR A B RS

i—RFS.
*4 EEHREEHSRBHEHESEHMNERN
X AR AR PEFE R/ pe FRIE BT 110 m/=
— T PUAR AT 50 609 (BEES 1) —195 (FEF)
Hputk . BB 500 609

7.6 BTEEHELEMN
i K T B 1R /= B R BEES T om /2 609 IS T8 1 m/z 397 Fl m/z 448, L%

FEvE AR E 500 pg. WLEEFRRE I, 23550 5% m/=397 il m/= 448 () F . ELUWHE
1
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6 W, MIAKX W HEWATE T FEHEMMHX R AER2ZE (RSD), fERE 7+
B REIVESE

(4)

JJ:CEP: fi‘—% 7 YKYJQ'JEEKJ m/z 397 E’ig—b‘j m/Z 448 —:EEZHC,
6 MR m/z 397 £ H m/z 448 FFZ V1 ;
&S,

8 KRHELZR

A HE S5 SR AE A HEUE A5 SR HER S B, BHEIE Bk 5 2D UFE LU TFER

a) bRml, fn “RHEUES” B “RCHEIRE

b) SCH S A4 FR AN 5

o) PRATARHER M A CARATE S50 = N AT R HED

) UEA R B HE—PEAR IR (NS5, 45 50 S U AR IR 5

e) IR HLAL Y 24 FR A L 5

O €90 B K B LR LA

g) HEATARHERY HIYY, A0SR SR A R AT v AN AT SC I, N 5 TR N R
#X B

h) G SR AR HE G SR B AT ROPE A N TR AT ORI S N AR AR Y HEAT T 5

D X B HE BT B B R BVE BRI, R4S 2 R AR S

1) AR YA HE Br I AR o PR 8 D5 2 AT AR T

k) AL HEIREE 4R 5

D B AESE R K I B AN R BE 9 D6 5

m) BHEUE P A HER B AN HILE 4 . IR55 AR ROhR IR LA S48 2 H

n) A HESE RO AL X RAT B W 5

o) RELEFATEAHLAE, A9 o> 5 HHIE =R A .

9 E KA} ERE

F T S A (] 7] B A 4 S ey A% B GE I 0 o (T . AR AR B o B 45 T R P bk
R, DB, s AT ARG SE PR E IS B0 A 2k E A ] A g, AR 1 4R, B
BE B dEe . TR SRR REAT PR BRI L B I A A
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b e I
F i
S/N: 1
o A
P HER) o

1) ArAEY)
P B B[R] 1
[T TR A
2) bRAEY)
FEL 1

LD %

PR e It
L K

RELERAR

(=%
ZH AL
FALA Hh i KRN
i KHE H 1
& TR il & T
G TR WS
B IR E B
353 vEFE R JE AN S Y
L RED =Y AT
He B UEFE #EFE 7 50
ML X PR m/z:
3 5 6 Y-y
0 35°3 i FE b= e
m/z m/z m/z m/z m/z
e BE VEFE & wERE X
3 5 6 RSD
3 5 6 RSD
He B HEFE R vEFE X
3 5 6 RSD
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Bk B

BHEHEBIEMRIESH
CRELARA)

B.1 WA @GR
Bkt : 2.1 mm AR C18 %tk
WAH OIS W sh AW 3 . 0. 2 mL/mig

4 ml./min (RAHD) .

(Wﬂﬁﬁ)%@ﬁ g,
ESI-#iL T g B H 2 K (80 : 20, ARI4HS

R F 2, IR

G Y6 (254 nm,
1 cm Y6FE)
B.2 JHi

S T4 . oK T o BE
1%@/L=ﬂm¥% y i j o 9l % S i
AL R i £ : t AR
KN, HoAh 51 H
) ARE

PP N
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Btk C
KRERIRERBRRE, RHAZRENKZETB
(W)
i HE B it 55K 7 75 e BE BT H
g AR E A .
L WA 4 E’iffffﬁ %{fvﬁ jg 1.00ng/ul | WTEE LM
ke 01 R M
S¥ES. FRE
7 3 1 L
) ISP A o 7 VB 6,33 9 3 A 00 pg/p A R
o M Lb g T AR
) ISV o 95 A 6, 33 I 3h A 10 pg/pL 1
HEME
A 0.1% B R A
PPG 425. PPG 1000 #1 | 2 mmol/L Z, B8 & i1y H % 10 ng/pL~
PPG 2000 B & 5 fE# B KW, HEE: K=1:1 100 ng/pL R
R4 50
mERR (4l BE KT 95 %) i 10 ng/pL o M
HAAED (A RT 95%) FH 10 ng/pL R AT
. {5 GB/T 6682 #l. & th — & K.
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Btk D
A~ |mE EITE

fE LC-MS £ HE b, i W L I A B BE R4 T 40 R 2R

D.1 BEgim
ARAERMA T A b S R ARIT, M HEERR, 1 = FR{EWE (S/ND.
- (D.1)
:_CQEP z“‘_{nﬂﬁ Hﬁ
H,— R
H,——3}4
Vv,
V.,
M/
(D. 2)
D. 2
E BE, HAh
A B KA
D.2.1
) 5 AT
(D. 3)
A =

.ll

D. 2.2 R HEY) U BE A AN 2 L w, (o)
W R AEY) BOIE B AR EY K E (O, PRAHEE Uaw) AWUEHT
Cherm) 5 ARYE T TH55 AR HE ) S5 AR AH X AS 1 2 B

w, (o) — Jerm D. 4

kcrme
D. 2.3 B s slR WA OB B IR A AN 8 B e, (V1)

REFBWA IO UE A5 A AR AU B 0 HORR B (V) B B 5
9
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FFRE [Ea(V), HRMXHE ], R R %0 A5 & B
Erel(Vl)
u (V) =—/——= 1
V) = (D.5)
TR, i R, AR AR A BN BT A B BORAR T (V) XF B A
ZEWD, #TFRHE XTI EE .
EV)
U, V1 = - .
( AV, (D. 6)
D. 2.4 ZFRMAEBUGH X AT EE w. (V,)
W AR EUES, ERRKAR (V) MM AE EWV,), UFRXIFEZ
THAS ) 5 JEE -
E(V,)

(D. 7)
3V,

ur(VZ) —

D. 2.5 JERRRBURI A A R BE w. (V)
— M LCMS R A bbb s, @ gt 8t A B AFiR2E Ea(V), UF

AT T 5 JE -

E..(V)

V) =
‘ J3

(D. 8)

D. 2.6 M7 g BE I B AN HE B w. (H,)

MR A RAHEECRE “WEEEW” PIHE, ZTNRHBER B K
AHAREPE . TELERTFR T, K% B BOR G IR b e B 7 S B, K AN R AR
A 2 W
D.3 R AHESE

Wt A Ear#r, ¥ ERZABMRAAR (D.2), 513450 A A& RAH
R, WUSHT k=2 OSHMERFE, B FNHTBEEREERNY EASHE
E U:

U=ku,(z)z (D.9)
D.4 8 scH

PLF R — WK S B A o AN s BE 33 554

IR B HE X = VUK AT LC-MS R, ERER B3R N 50 pg WA I F.
PRUEY) 5 1. 00 ng/p L FIMFHE W, P RAHIEBE R 0. 05 ng/pl, HXH RAH & B
5% . ] 100 pL (A E BEAR B E R AR YERS W 100 pL % 10 mL [ SRS, fIHR )
MR ER 2 10 mL, 193] 10 pg/pl B F M FFrfE Sl . #2526 HEFE, KR
B S pl, jEEmR, REAKX (DD, 6 KEEWRHIHFELSRIFIN: 2=104, 2 =100,
z3=101, 2,=102, 2z,=100, 2,=105, FX¥H =102, LRIMEME s=1.9.

D. 4.1 IR ua

B#EAX (D.3) 1§

—
©

1

— 0
102_0.76A (D.10)

2 | =

|

urAziX X
6

10
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D. 4.2 ¥R HEY) R BE I A S AN 8w, (o)
WA AEY) R AE B A SAREY T MK E (¢ =1.00 ng/pl) . ¥ B A&
(Uerm= 0. 05 ng/pL) AL EHF Ckerm= 2), BIFEAX (D. 4 15.

U crm __0.05
kCRMC 2 X 1. 00

D. 4.3 B a% OB B A XA B 2 BE w, (V)

1 o B RS A R R TE 1S, A A9 K A T T I RO B (VL =100 pl) X
WARATFIRE [Ea(VD)=2.0%, HRIMXE], BEAL (D.5 5.
E. (V) 2.0% g

5 ﬁ,_LZA
D. 4.4 ZEEARBU X AT E B w. (V)

W AR K U, AR (V, =10 mL) XN fR2E [EWV,) =

0.020 mL], B#FAX (D.7) 1§.

=2.5% (D.11)

u.(c) =

u. (Vy) = (D.12)

EV,)  0.020
u,(vz):ﬁvzz :ﬁxlozo'm% (D.13)
D. 4.5  SEFEARBUR A A8 w, (V)
KRR V=5pL, S (BRHMKEMFL) UJJG 646-—2006) H Xt FARFK
HEN S pL MBRBNARARFIRE Ea(V)=8.0%, R#EFEAKX (D.8) 4.
u, (V) =E'3;V) :8'%% —4.6% (D.14)
D. 4.6 M7 g B B AN 0w, (HL)
Z W, D. 2.6, %0l 20,
D. 4.7 ¥ RAHEE
MYEA L (D 2) HHE AN G A ESE w (2
u,(2) =/uly +ul () + &l (V) +ul (V) +ul (V) +ul (Hy)
u, (2)=+0.76 +2.5%° +1.2%2 +0. 12%° +4. 6 %2 + 02 =5.4% (D.15)
MRIFEAL (D9 HHEEMR S RGP RAT EE U.
U=ku,(z)z=2X5.4% X 102=11 (D. 16)
R, fEMeE RN 102, P RAFCE N 11 (k=2),

11



