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T

]

AR AER B GB/T 1.1—2009 A H AN &,

HWEEA AN EENETREY XL . 230080 & A PR & E 5] X84 H 0 F]T.
AhrEm ERGGEEEHEBREL.

AR ERMAA SR EPFREBERD.

AbrERE L. P EE RS EDIB.

AR EEREA AR B TAL R SR O E A E R BB,
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AEHBEEE AR R ESr#
EFARPEERKEN T E

1 3EHE

AR AERLE T R ZERR AT N | TR A £ 3 B K = T DO ARORT R AN | R AR R AT AT A
ER W AR B A B H R B SR A P B R RS .

AEERATALBDAERERASRFHBRPTRIFERGLY) . RER(LEUD) . EE&R
(MET) .BE B (TYR) A &M (HIS) . R EM(THR) . N E M (ALA) . R R EM(ILE) . &R
(TRY) . BEEBR(CYS) B &R (LYS) . K TAE M (ASP) S E M (VAL) . X W& R (PHE) . A & ™
(PRO) . £E M (SER) . #E M (GLU) M EAM(ARG) .4 BM (TAU)19 FE MM & B0 .

2 MEHSIAXH

TR F AR RLARTT A . LR B 5] X, 00 B B RRAE T4 X
. REREHBOS] B, KEIRA GFEFA BB E R TA .

GB/T 6682 4r#73c = /KM MR &

JJG 1064—2011 RERHIUREHE

YY/T 0995 AXRHMBIERMBARAHEIFH#R ARiEMEX

3 REMEX

YY/T 0995 55 i LA B F 3 AR & & SGE R F A3
3.1

SEMOH{E  amino acid analyzer

BERMFT NP EFXBRAEERESPARNEERY> B, FUA =HEEEHAR, &
570 nm#l 440 nm FK T WE, LISMrE#TER.
3.2

BREEEERE=ENRFFRBME  high-performance liquid chromatography coupled to tan-
dem mass spectrometry

1R OB 5 T R R A P B R B R A ) B 4 B T, = R DU R AT R 3 AU 43 I B R I R 40 3 ot 0 i £
BFREHAIFNEF FUE FEREERBARTFEF REEL FRFHRARE RN
5%
3.3

B EEEBERTAEE  high-performance liquid chromatography pre-column derivatization and
analysis method

Fr0 4 43 el AT AL BT, B A T A=Y, RG St il SRS P A A 4 4 4 88, Tl
ARk T ER .
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4 FiE— BEBRSFIGEPRE

4.1 RE

AREERA AR ARRN, BT EERMTNOE TFRREABELEE, LA =MEEE T4
JE#EATHE , LASMR L E i .

. EEMTOOE N E & A K, 08 R4 SR 5 5 IR A RS, BEURR (CY'S) i i & 32 B3 3% A M — Bk i
F]® AEERAEE.

42 &E#H

BRaE 55 A LB, £ 20 A v OUBE A 8 A O 43 40 ) 1K) R A A8 K R 2 B K SO M SR K
4.2.1 AR pH #1750 BE ) ¥k B0 Fi #1740 AR B % v e - 82 (3088 66 R UL 0 3 MO AR W 3K
4.2.2 HI=ZMHB-HREARAPERNRBE.
4.2.3 AV TREKGRRIE B AR E KR 4 g, MKMBEZE 100 mL,
4.2.4 0.1 mol/L :hFR¥F W : BEEMR 9 mL, n/AKE R 1 000 mL,#E45].
4.2.5 0.1 mol/L S AP - FRIX 4 g HEALN, I FT b L A9 ¥ /KGR 1 000 mL, #E5T.
4.2.6 19 R BB B AL . B 5K (SR E B A o i RT3 O 0o TR

4.3 3R &% RAES
43.1 SERMNR®MEER

4y HIBUE R A E R E AR PO EFRE, I 0.1 mol/L #h BR ¥ WO M 3F & & Z 20 BE , i R
FEERR T AW . PRI L R M AL R E A RO P R ERRE , i AV K F1 3 0.1 mol/L &
AL, W, K E A ER B,

432 REEERYRRRINER

R B LA S R o R A A WO B T R — A O K S R R A SR R R A
R A SRR A B A O R, RO R A WM AR R A R EMEEAE] pg/mL~
100 pg/mLyufE . 4 CKFERAF—HA.

4.4 (L'

4.4.1 HWFXF,HEEN 0.0001 g,
442 HERIVL.
443 BHEELL.
4.4.4 WBBEIRG AR .

45 REHE

HEBR—ERES MARBESEEMKFEL 1 pg/mL~100 pg/mL HH.

RSP mEAEEAR, BEES 0.5 mL, i 0.5 mL 4 % &K, IBAIJE,9 500 g B.L> 10 min, B
FEBEHE., HELHEBRPEEEREKEARAE 1 pg/mL~100 pg/mL 75 B, B K K o BE 78 B & X
.

46 SHHTHR
46.1 TARK

i IR A B AR X R A RS B A R BRSO {L, Z2 M JJG 1064—2011¢ 25 AR 5 BT 4L K 2 AL
2
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B RAXRRULH 45, 35 X4 B (B RAE B P R S WA Y 5 B e VAR R L B A B A A A
4.6.2 ;WK

# ERWARAT , BUR-& S AR F 5 R 507 BORRE & % B (REERMD 20 pL, 2SI AR M
SHTAL, LA SEE R X I e T B A A A, EAE MR IR WK M B AR, S B B EMAR R, o
HEHKE.

47 HBRUHESRT
471 ERPEEERSE

FaP AR ER S REX (DR
X,=C, XK RRR—— |
iqﬂ :
X — R P EER R, POV MTHES (ug/ml);
Co — RFERF B AWM ERPEER TR, B NMEHES (ug/ml);
K —REmBHAE.

472 HBRERR
BT AN ES RO AR P EMRE LR,
4.8 REES
48.1 S EE
BREEROEE=85%,
4.8.2 TAESH

BRAWELB AN ERZZH, XREFZATRESNMNEFRLAYRKERBEL T EOR
HER.

483 RB#

LA 2 DL 42 T M R 5 A O R BORE >>0.995 , 75 U 17 T B 40 i A o T %
B 20 NHE S BB HEYCRE & (A F 20 AR ) R S — N M ) % i [ 9% BE 00 o 9 0, U0 E 4
RGP R BE B AR 22 <15 06, 7 U B AT AR E AR .

48.4 FiTRHAR
BANE ST RO AT XURE , AT DURE B 2 G5 SR A A R 22 i <S15 %,

5 FEZ BNEAGHBK=ENRTREGE

5.1 &

i 3 2 U TS0 B A FBOR A IR R OP 9 2 B B IRAS TR LB BB A B i
BR = T DB AT A S R B, AR R O B ) B R AE B BB LB L AR R E R .
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5.2 &’H

Bk 55 A U8 B , 76 4 B vh AU I 8 1A O 4007 4l B4 1R 7R A ZR AR K B2 B F oK A M A B R K .
5.2.1 ZJ#, ik,
5.2.2 HM, k4.
5.2.3 0.1 mol/L $hBe¥ W . BLEL®8 9 mL, in/K:E B {# A% 1 000 mL,#8%5],
5.2.4 0.1 mol/L EEALEATE W FRE 4 g S E LB, I ¥ o A9 ¥ K AL 1 000 mL, %57,
5.2.5 19 FhEEMXT I 5 . B K (GEFR) fr o 5 AT R 3 IR 60 B .

53 SERMNRRKBIAES
53.1 HERMNREMEER

A B BB R S E R E A ROB P R ® AR E, B 0.1 mol/L $h MR ¥ MO MR I B E X , AR
SRR RS PRI - R AR R S i A RO P W R E L 0 A K AR 0.1 mol/L &
S, EZ R K ERZEZRIBE.

532 EAHEERNRARIIBR

BERAEANEERX BAHERER, B TR AT, 2 aBR(SRHURERERMAR,BEAE
SRR KR Q)RR SRR A AR A S R A R R R A B A S RO R, C
B A SRR 5 R P, & B MWK BELE 0.05 pg/mL~1 pg/mL EH.

54 (L&

5.4.1 TR €53 5 0K = T DU AT Y, Bl H S 3 B T L IR (ESD)
5.4.2 BFRY,HER0.0001 g,

5.4.3 HEBE.LHL.

5.44 WRIERGEE.

55 WEH&

HMEBR—ERAER, MKBBEELE LMK 0.05 pg/mL~1 pg/mL HH.
BSmaH R, BURES 100 pL, i 200 pL Z B, WHEIR SIS 9 500 g B0 10 min, B E W
#H. & LWHRR &S ERMKE AL 0.05 pg/mL~1 pg/mL FEHE, B KKK ERBEXEE.

56 SWTR
5.6.1 (UBWHSEFH
5.6.1.1 BUAHEBENSEEHE

RBBAH AR NSERENT .

a) fAiE. B0 R 3 pm AREEH,HK 150 mm. A% 2.1 mm @@ AR AERHEMUNE
i3

b) WEhH:A K 100%K (& 0.1% F R ;B K 1002 Z 5 (& 0.1% H BB .

¢) Wi#:0.35 mL/min,

d) #if.40 C,

e) ﬁ#ﬁ:l.o pL.
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D BEERREFILEIL
x1 RIEBEEBEERF

Bt ] /min WEhAE B Hl/ %
1.4 0
3.5 25
7.5 35
8.0 95
11.0 95
11.5 0
14.0 ik

YO G R, YR Y T A R, ME R O R R R B e

5.6.1.2 BB BEFRHE

RS EREMT

a) BTFR:-EEETR;
b) BFRM R . 2R W
c) N?ﬁ&lﬂfﬁfﬁ:—&o kV;
d) FhS:HS,3.0 L/min;
e) TR .®X,10 L/min;
D MK :.%%,10 L/min;
g) MM .®|S;

h)  JRAERIEIRE 250 C;

D IR 400 C;

P OR300 C,

19 MEERNEESITRESBLE 2.

2 OHEERNRESHSE

Q1 Prerod Q3 Prerod
HEREZK ERETF/(m/2) BrHHE . CE/V )
bias/V bias/V
HE®R
75.90>30.15 1E —17.0 —11.0 —30.0
(GLY) nF
HE®R
89.90>44.10 —22.0 —12.0 —18.0
(ALA) = ENT
. EY.
116.0>70.15 iE —30.0 —18.0 —14.0
(PRO) wE
“ER
105.90>>60.10 —25.0 —12.0 —11.0
(SER) ENT
HER
118.00>57.10 —12.0 —30.0 —23.0
(VAL) ENF
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x®2 %)
Q1 Prerod Q3 Prerod
HEREH ERET/(m/2) LR _ CE/V ,
bias/V bias/V
BB 120.10>74.15 EET —27.0 —13.0 —14.0
(THR)
o 132.10>30.05 EBTF —30.0 —18.0 —29.0
(LEU)
REAR 132.10>69.15 EEF —30.0 —19.0 —14.0
(ILE)
XeAm 134.00>74.05 EETF —30.0 —15.0 —14.0
(ASP)
num 147.20>130.10 EEF —15.0 —16.0 —25.0
(LYS)
HEAR
147.90>84.10 iE —11.0 —17.0 -—17.0
(GLU) nF
TRER 149.90>>56.10 EEBT —11.0 —18.0 —11.0
(MET)
anm 155.90>110.10 EBT —18.0 —15.0 —23.0
(HIS)
EHER
166.10>103.10 —12.0 —29.0 —20.0
(PHE) ENT
mam 175.20>60.10 EETF —19.0 —16.0 —24.0
(ARG)
ki 182.10>136.10 EBT —14.0 —15.0 —27.0
(TYR)
bt & AR
241.00>73.90 —19.0 —29.0 —15.0
(CYS) ENF
=k .4
205.10>>188.15 —16.0 —12.0 —23.0
(TRY) ENF
L2710
124.15>79.90 15.0 22.0 16.0
(TAU) nNF
* X ARFE B, ST R FEE S, WE R B S B B R

5.6.1.3 (XA

e BN A8 (5 158 B 45 7 AL A ) 00 430 0 19 S0 7R 280 B € 3 o DK R R (S AT (L 88 Jo B 3 0 R R AR
IE, XS S BB £ £0.5 Da Z P, Bl B R AE 0.6 Da~0.9 Da, LA%H 4R 48 &b T I A 3 i
RE.

i : Da,ili /R ¥ (Dalton) M4 5 , i LA 4 fir 2 09 IR F S R £

5.6.2 #ik

fe R WIARAFT , BUR & 82 B 5 R AR G W (RO 1 pL, 53 I AR, LU
6
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BB BB B G AU bR, BB RSB B AR, 2 S EERMARERE TR RIE R,
57 Z£RIHHEERTF
571 ER+TEEERSE

HRPREEERSRER Q).
X.=C, XK RR———— D
K.
X —HaPEEER SR, LA NMESE (ug/mL);
C; —RE\EEIRF BRI ERPERER : &, LA NMEEEF (pg/mL);
K — M.

572 HRERFR
BTN ESROREARFHERESER.
58 REEH
5.8.1 R®E
BRERFR LM KT 10,
5.8.2 ZASH

BRATEL BN LRZZH, XRFZATRUEENEREEYRRERBEL T EHOR
HR.

5.8.3 ®K#

A o L 40 T o R 5 G R 3R >0.995 , 75 U O T T 42 W A Ml 4R
B 20 R S BB HEUCRE B (A F 20 M 5 ) B3 5 — /4 o ) 4% 7 (6] 9k BE AUbm ME O O, L SE 45
SR 53 AV HE A AR 22 <20 06, 75 U R T B 4 AR M TR

5.8.4 FEfTRAR
BN B T BOFAT BURE , AT URE B 52 45 R o A R 22 2 <<20 %4

6 HEZ - BNBECREWTEZ

6.1 RE

—REER EREXNGFAET, B 5PE B (OPA) RN, £ OPA-EEM; RN T JE,
A 9-%5 B H R H 8 (FMOC) , R i R EEM S FMOC 45 5, 4 R FMOC-E &R, KR
07 A= 1% ) R B PR T A ) 8 A T WA 63 40 B S R SR U 2% (RPDE R M B R, A — E B A
HBOUE S BEMKERIEL.

B A7 B TG T B AR R AT A R &, G e O B AT .

6.2 XA

BRaE 55 A BLEA , 26407 b AU 0 A R 2 47 i B 1K 7R) AN 2R AR K SR B K SRR M S EE K
6.2.1 WEHH AR+ KESHRREA M 9.0 g, T KRS UMMM 9.5 g, K 2 000 mL, Fi#h B

7
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#pH % 8.2,

6.2.2 Fizh#H B.HH B 450 mL, Z JF 450 mL,/K 100 mL,iE%4].

6.2.3 0.4 mol/L FIER#L 2 rh ¥ (pH 10.2) . BUFHMAR 24.73 g, bk 800 mL % &, A 40 % HE AL B ¥ W A
pH Z 10.2, RFEMAKMBEZE 1 000 mL,

6.2.4 PE_FREER . BMLE _H® 80 mg, ZBEFBEEM 97 mg, fil 0.4 mol/L TR L 2 vh ¥
(pH 10.2)7 mL,fMZ}iE 1 mL &#.

6.2.5 ZAAHEEBEAER AR P HAEBHE 40 mg, MZF 8 mL ###.

6.2.6 MW EFZNAH A 100 mL, nBEMR 0.5 mL,iR5].

6.2.7 0.1 mol/L ¥ . IELM 9 mL, in/KE R 1 000 mL, B4,

6.2.8 0.1 mol/L S E AL W - FREL 4 g SE LB, 7 ¥ oL A8 KL 1 000 mL, #8459,

6.2.9 19 RS EERR X B A . B K (2R Br) Ar o 5 2T 818 3 0 A0 X R A

6.3 SEEMNKKEREH
6.3.1 HERRKMER

43 5 R A R X R A O R A RO R RE R AE , B 0.1 mol/L £ R ¥ WO MR O 2 A 0 BE , A
EEEM X B AL, BRI L8 SR R o B A RO R PR E , AR K A3 0.1 mol/L &
fleh, EZHm mKERZZE.

632 BEAEERNRRARIBR

RSB AR IR B W Bt BT R — 20 RO o K R T R A A R TR B A W
IR A EUAERR X B B 2 VO R, TR ) AR IR A S PR X R S R P, A AL MRV B 7 1 g/ mL~
100 pg/mLiEH .

6.4 {L3%

6.4.1 HFX¥,HER 0.0001 g,
6.4.2 BHRWAHEIEL.

6.4.3 WEE.LHL.

6.4.4 WABERGEE.

6.5 HEHE

WEBR— RS MARBESELMREFEA 1 pg/mL~100 pg/mL FEH.

BESPmEAEEAR,BES 1 mL, il 1 mL4%EBEEKBHR,BAE,9 500 g B.L> 10 min, B_E 7
BAERFFWRER . & EHB RS EEMEEARLE 1 pg/mL~100 pg/mL FHE, N AKEREREE
EH .

6.6 LM

6.6.1 HWHEBHEIRNSERNG

6.6.1.1 ik . SO MR 3 pum + N\ SRR EER, KK 15 cm HEARN 4.6 mm HEAHE.
6.6.1.2 #Ei&:50 C,

6.6.1.3 WP :338 nm(—RHEERR),262 nm(ZREEM) [MFERAK LRI BEN, MREK
340 nm, ZH P K 450 nm(—REHEMR) ; M AP K 266 nm, BH P K 305 nm(ZREAER) .

6.6.1.4 BEEEVEBARM . W& 3.
8
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x3 RIVBEEEBREF

B fE] /min WA A/ % Wi sh4E B/ % % /(mL/min)
0 95 5 1.6
6 90 10 1.6
8 90 10 1.6
10 84 16 1.3
23 58 42 1.0
24 57 43 1.6
30 50 50 1.6
31 0 100 1.6
34 0 100 1.6
35 95 5 1.6
40 95 5 1.6
E: i TELRE HPLC (LB R AR K BE RUUE MR BUR /N 22 572, R OE 00 B8 BEYE B 2k F (LS 2%, AR 4B
A5 28 5 o 1 O 8 0 E O BB 2R
6.6.2 ;e

FERBN B GEBEBR SO p) L, BEF S mL BHELEF  HEMA 0.4 mol/L WM H
(pH 10.2) 250 pL, B4, K& 485 — H EME M 50 pL, IR AT, BCH 30 s, WA 2540 B S B e S0 W
50 pL,iB57, BCH 30 s, K ® A BN 1.6 mL, W R 40 pL, EABHAEN, ERAKE; S HER
BUBER S W 40 pL RIBEALE S W E .

6.7 HRUHEERT
6.7.1 EmPEEERSR

HarAE8ERTREXGCHE:
X,=C, XK coscesssssesssscsssessssssscse( 3 )
A
Xi —HaPAEER SR, RN EZES (pg/mL);
C: —HRE\ERAFBHAREGMER P EER S, RN EHEEF (ug/mL);
K —iAFmEAR.

6.7.2 HRETFR

PAB AP A7 A U 2 45 SR AR P RS 45R .
6.8 BRES
6.8.1 HEE

BHRERE NS BBEYKT 1.5,
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6.8.2 TASH

BRAMEL M LREZH,. LRFZATREENERALEYRNERERBBL T EHOR
HFR.

6.8.3 K#

LR 0 N 42 T A o pb R, 4 56 R R =>0.995 , 75 T o T AT 4 I AR HE B % .
1 20 MR S B HEUCORE i (0 F 20 AR ) 23U 2 — A M sl 2% P 18] 9 BE o o 9 9L, R0 4
R 5532 RV BE A AR 22 R <C20 0%, 7 U R E AT AR MR

6.8.4 FETRAR
BN G T RO A7 DURE » S A7 DURE Bl 52 45 SR ) A X0 22 <20 %%

10
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