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3.1
BRRIE IR MS" multi-stage tandem mass spectrometry

HARE TR R Hrds PR B0 m, B 90585 0 Hrdilon 8 m+1s



3.2

BEFMHRENTTEE ion trap mass analyzer

— MR B i i H R 7 R A TR A B 2 [R] P R J5 R A BT A
3.3

QPR imit of detection

FEASMELEAMIGT 3 I, w0 e s BN A

4 FARZEXK

4.1 RHEBIEREERM

mEBOEME 0.5 mL/min I, REAERIEN AL 2%, mEREME 1.0. 2.0mL/min i, 4k
WaTE AL #H%. R EEM 5.0. 10.0 mL/min i, 7 EHER N A ET 3%,
42 HHEEBIEREREM

WEBEE 0.5 mL/min i, JREFREHENAKT 1.5%. HEREME 1.0. 2.0 mL/min i, fHE
FasE ERA KT 1.0%. B ¥EM 5.0, 10.0 mL/min i, JRERE N A KT 1.5%.
4.3 RIEEBIEHEEERM

TOORE CE T R A M AfR 1 5 2 B 72 P AR ) R A o AR USOIE A MR 1 AN B i 450
4.4 REFHHE

R RN AK T 1 amus

45 &

Gl
o
[

JoR A T 25 P S A AT L m/z 3 LR I B R R S YA R S B miz VS TR
20~2000 2 [H].
46 BREBREM
Ji AR E ERL AN K T26.2 amu/8h.
47 REERM
5 PR 5 A7 B R R 22 RN I 20.5 amu.
4.8 FHERE
A A HE T KT 1000 amuls.
4.9 BRFALIHRE MS"
VENE 49 R ORI VA, S n 28 (n=2) 5 n ZRAOM N B0 T 85 T(E M LL K T 3.

4.10 {5MeLL



SRAR RS (5 W B 75 1K S 345 78 75 PR A5 IR L

4.11 ¥R
K IR AR ER: LN AN T 30 1
412 EEEEM

g s |G M RSD MA KT 10%, HWEE M RSD WA KT 15%, HIE&E S RSD NMA
KT 20%.

413 RERTEIZEE M
52 R B 15 1E) () RSD AN KT 1.5%
4.14 %%
Tl P P AR IR SR A Rl P, 2R [T VA 3R 4 r K T 0.990, # IR MV I REAS N T 3 AN 2
5 N AE
5.1 TE&H
AR S AR L1206 2 LR 1
) PUEHTLA, LA SRR ARG, HERR T .
b) EWNIEEE: 15°C~30 °CHHXHREA KT 75%.
O U ITAEGROFER, A BEIG R ZUAUER S AT LT U5
d)  HEJEHEE 220 V22V, 50 Hz# Hz.
e) <4 Q.
5.2 I F0kRED R
BRAESTERE, BB GRS R a8 AR AR AR R 2 A &R
a)  FML-FEBFRMEYF, 1.0 pg/mL.
b) P EE(FiFR PPG)450 AW, 3.6 ug/mL.
c) PPG1000 ¥, 3.6 pg/mL.
d)> PPG2000 ¥, 3.6 pg/mL.

e) HER, 99.7%.
E‘—‘?\ EF'E?O
g) K, —ZK (S GBIT 6682—2008 (/3Hrs2de = F KA AR 715D D .

hy BilkE: SIS A
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D) VRO REAITEC H 77 RS I A
5.3 MEREFEFRAOINIE
53.1 LHER
FHE S, HERESIER, TR, @5 SRM A K EETE.

53.2 MEBIEREERMY
FAAXES & FAAE BOE BRI N, Y FHE 2 i — 15 %8 MPa+2 MPa), BA4E/K AiisAH,
IR FETHREHE N IR AE Y, T SR A A R . B A& R, R TR E
JG, 3R 1A RBET R, TEREIARHE O R SIS PR S AR SRR AR, R A
THET, RS B2 1R I )5 45 LSRR B AH, 4 R s b AN T S I =0
AR R Fo, %) THE IR S HERE
T 1 BT I R A S MR N )

REIREEF. (mL/min) W EE s EhFERTIE) (min)
0.5 10
1.0, 2.0 5
5.0~ 10.0 5
Fn=(ma—my)/(pt) ... (1)
Ss= Fn—F)/Fs X 100%. ................ )

A A

Fo— R SEIE, 347 AZETHE S (mL/min);

m— PR B R, BT ()s

m— R, AT ()

p— KU FE AR BB RS, SR A2 T (@/mL);

R FRBN AN 18], B 43 (min);

— R R

F,— [ — % i = UM P24, 840 922754 (mL/min);
F—RERE, A AZETHE 4 (mL/min).
G GE 2 WEMEE RIEREE R RV T E, WENRUY AT DT R .

533 BHEBILREREM
MR 77%E 5.3.2, %G HERERE M.



Sg = (Fnax = Fonin) /Fim X 100%. ....oooooooo. (3)
A
Se—TEREN, %;
F,— e iR = IR EE, 80 A% TH5 45 (mL/min);
Fonar— I —BEE TR =M B BB, A 2 TH 43 (mL/min);

Foin—[A— B B = KM E R R/ME, A8 ZTHE5 (mL/min).

5.3.4 RHEEIEHEEEE

PAEACRE DA FSETRVEE AR B A AR E, IO o . P IR=Fhit
FEE G0 |, RS ISATRE R URRERE, R UGHAE S X AR B AT AR . AR RN
FMR =0, #%@) THEHERE RS M, $2305) THEEREHERA 1 -

My =My =My e, 4)

Ws = (M — Sp)/Sp X 100%................. (5)

A

My — 3 FERESEIIME, 2R 5 (mg);

M2 RERTRR R 4K R B, 3R 5 (mg)
MI—3EFEE R R AR R B, 3R 5 (mg)

p— IR FE F AR ML, 0 S T (mg/uL);
Ws—HERE R

My 5] B RE R = I AP, BB (mg)

S—HEFEREBOEE, HBAONRHOT (WL .

535 RETHE
i PPG ¥t AT A, E R . SR AR M -F AR, 193106 % FWHM, {EAR &

53.6 RESEHE

FEVRIE I L T, K BT R RO SR PTG, VRN A T R E G 1) PPG RS
VAR, BEAT AR TRV A, 0 SR AL I R A PR R LU RHE S T, B S m/z259.05., 175.134
616.46. 906.67. 1254.92. 1545.13 S5Jiilld. X TR AT, ol LURH =7 Aoigg, H
m/z: mi~nyEK/RN.

SE A TCURAICE S VR, SRS PPG YR A VA R] A8 77 12 WL A3 28 T U £ J5 5% Ao L B

20 nieno S BIARE SAG R 147 LU ORI 55 28 5 e KR



REREN
TENE MR EE (140 1.2 pg/mL) ) PPG450 . PPG1000 . PPG2000 JEATE, &M 1h #E—&
¥, 3 8 kL E. 4 REF m/z 59.05 . 175.13. 616.46. 906.67. 1254.92. 1545.13 &5 5 &

{8, TR T IbR R AR, B K — AN E R PRI s R
FE: ATRRAE FH P s B (A B 1 R DL AR SR AR B g KA AV ], 3 38 B9 s A A ) e 1 i
W HEARRE B AR5 B R B ARE P

5.3.8 RREMEMME

VENIE MR EIEn 1.2 pg/mL) 1 PPG450 . PPG1000 . PPG2000 JEAVATR 1 K. 4r7icsk
m/z59.05. 175.13, 616.46. 906.67. 1254.92, 1545.13 Z5 & F B, THE Y S5HBEES L
# B.) %, WHPLENERKR—MERMAER.

SE: TURRE PR B 8 52 A O P SR LA A 3 AR S K Y P, 050 0 T R R A T R
W EEACF R ] R B e o R B e

53.9 FWRE
TEARHFERISAET, B0 T =70 M 50~650 amu, 37145 B 358 58 B KAl , 444 5 min, 1R
N (PSS ESE T i

MXNg

Vp =28, (6)

Ts
Vor—FAREIEEE, AR TR R AL (amu/s)
Mr—HARFER], AR TR AL (amu)
Ns—H3H1 I8
B—Afm T, BACNE (s) .

5.3.10 BRERIEF R MS

A ESIHRE, NG IR BRI T, RSP RERS T3 T R B i (MS2) ik
PR ET (T B 1 448) AT =GR BT (MS®) , i =785 7 (W15 1 )1 195)
BT VUGB BT (MSY , DU, BEEMEE n 2, n Fm RS T 2 FE BN KT 3.

5.3.11 {SMEEE

S AITEIE U AR REE IR, DA KB E AE e LE It 25 3
5.3.11.1 ESI+

VENGE 2R B R M-, R MS™ R (n>2) , REE T 609 — 448 B 397 5% 195,18
PR EEER, REXTIHE SN

S/N =2 e, (7)

Eave



S/N——A5 ML
Hy—FBF m/z 448 55, 397 5 195 (KI5
H wr—FEERME R, HAEFMT 8579 0.5 min~1.0 min Y [ A %5

5.3.11.2 ESI-
ENEMIRE R T RBR, XA MSREMHL (n>2) , REFTF (321— 194 5257) , 153
FiE AR, RIEXQ)HE SN,

5.3.12 # R
AP A E U iz TR fa, ERAIIF (QEE AR SEAFR (AE D Rl
HEATIR, A R A E R LMK T 3:1, /NN IR

5313 EEEEM

53.13.1 EEEEMN
VENIE IR B AR PR B S R R I B RE S IR SR MST R (n>2) , REH
FORER R F B F R OISR, #Eailstrmifsig, RAE=NB)itH RSD.

RSD = /Z(’: D XX 100% oo (8)

VLR

RSD—Fa X b s 22

I L P4 s B8 7 B AR T T 1 N U TR A

X P - B T BOSES 3FE 25 706 m IR B e TR AR SRR P S804
i— &5

n— & L

53.132 HRESM
VENIE SR B IR P IR, S St i 3 IRTE RS — 21N, SRS HERS 4 h BEEEHERE 3 I,
FMK 7 4, RA MSTREMA (n=2) , RERIWE FRER KN T FREaIEE, %wiEn
I BEAT AR S, 0 EUREAE 3 UEERE TR P IME ARy — il 45 51, R4 N(8) 15 RSD, fEH
HMEE M.

53.13.3 HEEEH

FENIE 2R B AP0, SeiEsdtie 3 IAEu S — I, AR5 REREERE 4 h Il 3 4,
B =R 9 41, RH MS" REM (n>2) , RERIE TR KT 5T EEOEE,
R O EEATIARAR 70, B 3 IREEREFT A T EMEME N — RS R, IRYEA(8) 15



RSD, fENHIMEEM.
53.14 IREBRTEIES 4

R4 5.3.13.1 FE AR, 105% m/z 609— 448 5 397 B{ 195 155 T~ (i 0 (O 4% BH IS [R], 4L
& 6 YK, $23(9) T A AL A4 i £ BE B 18] RO AR X B (i 25 RSD, A A O B4 sk ) 28 42 P ) 45 2R

_ (2D 1
RSD = /—7;:;—-x = X 100%. . 9
A

i—55 j Y EAR B E] (min)
E—6 I EAREE] (min) AR SEH1H s
IS

m—l & I E .
5.3.15 &M

AR 3 3 NS R B AR LS9, T SRR Y BBl P, i 7 T AR R P9 B ) (REAR
DT B ANIRIEAAD ZRHEAHDC /B R U0 1R ISP VB ARR B2 R 2 10 F5 5 e L 2K .

A —BCRH MSTREEA (n=2) , m/z AJLLBGE N 448, 397, 195 =ANE 1, mHEH ey
TR R — M.

6. MR

MRS A, WK AN SRS B AR A B Btk S R 1A PR et 25
BEfEe IR (B ©O RIXFENLINAR e R b T A, IFaa PRIl A 4518 .
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A2

A3

XA
(RRHERF)
YEREAS Bk M

(=R S

%% GBIT 35410-2017 iz A

A1l ESI+ . APCI+ Jiisht: WEE: /K=4:10BA W& R 0.1%, K1 ).

Al2 ESI-JshtH: HEE: 7K=4:1 (E#LL).

A.13 ESI+ . ESI- Jiizh#H7#E: 0.2 mL/min~0.8 mL/min, 185 k.

Al4 APCl+ JishHH#E: 0.4 mL/min~1.2 mL/min, {8 5EiE.

?.;E.Is FEARIRIE : BOE NE L E 5°C~10°C, Al Dhfe A4S AT LR 1 5 B AT B0E

Fif .

ALl6 HFEERIRIE: HRIECERDIRE B AT IOE .

AL7 HFEAER: 5.0 pL.

AL18 R AR

Al1l9 fai(RAEMK 6.3.11. 6.3.12. 6.3.13. 6.3.14 T HINHEi 1), S E k& W T

TR AR %A CigkE, 2.1>80 mm, 3.5 pum Bl AEAR 24 (1) (it L

X TR R A Cig b, 21560 mm, 1.7 pm  BEMEREAR 4 (0 (B AE: .

A110 HAWZERW NETR:

a) X TEMELLIE, ZSRAR B INAEHIAE 0.5 min~1.5 min.

b) FiEAERTE, USRS EAEBE NSO T H 38T FE SN B 1 7
AT IR

RV At
%% GBIT 35410-2017 [f$5% A

A21 FIEFE FWHM: <1amu.

A22 HEITEERZ% DU BE R E:

FIMLF, m/z 604~614;

PPG450 (& 3 B i), m/z 54~64. m/z 171~181. m/z 611~621;

PPG1000 (¥ & 5 BtyuF),m/z 54~64. m/z171~181. m/z611~621. m/z901~911. m/z 1251~
1261;

PPG2000 (17 6 B3t ), m/z 54~64. m/z171~181. m/z611~621. m/z901~911, m/z 1251~
1261. m/z 1541~1551.

A23 BFIFRE. BFEEE. RAOERZEORE, ZHME. AR E. MHEEE. &5
SRR | SRR AT 5 B S B ) VRV (AT

%% GBIT 35410-2017 [ffs% A
IR AR R B, AT 100uL A1 1000 L B, 0mL A1 100mL %R,

X FRHEY) R BT LB MRS, BRI R ER, WIS MMB P IRILE A3l K A2 filfk
A 3.3, EIFRRER, RHREREREEA/DT 100 pL. FREEEA/NT 0019, FrE RS EE

L



R A3l R SARES R
FFs FE SR iR A B
A3.1.1  WAFIECE 75 mL HE: 25 mL KRGV, I 100 uL R .
et WL 1.0 pg/mL A PV 1000 puL %) 10 mL &+, H
100 pg/uL, F) I F-¥43 SO
A3.12 Pg/uL AL T R A BB
. WL 1.0 pg/mL FIIALFETR 100 pL 3 10 mL &R, A%
10 pg/uL, F) P37 OO
A3.13 [0 Pe/MLRIILTIEE il A B2
KA SBRBENRESER
¥ FE b 5 EE i
A32.1  [AFIRCE 225 mL FI%: 75 mL /KIB &7
_ oo PR 0.01g &8 £ BARE 2] 100 mL &304, 285 &
= 2 SRR
A30p  [100 ng/mL, 5 2 I s
e e W HY 1000 pL 100 pg/mL # & R 100 mL A &R, H
1.0 pg/mL, 555 R e 2| e 73 T2
A3.2.3 ne/mL A VAR RE AR BRI
s WL 1.0 pg/mL S R 1000 uL ) 10mL &+, %
100 pg/pL, 5 = o
A3.2.4 PE/uL. AT 3 Tl 7 2 2
e WL 1.0 pg/mL S5 2R 100 uL # 10 mL 58504, %
10 pg/uL, 5 R ol e 7
A32s |10 PEMLAEERIEE ) 2 2
F A33 PPG HIENHRDE
5 FE i 5K i
s 225 mL : 75 mL KIBETEF, 100 uL FZ 5 0.046
331 lEFIEE nl fﬁﬁ? mL ZKIEAVER, I uL iR 5
o LR
360 pg/mL, PPG450. PPGYil#REL 0.036 ¢ PPG450. PPG 1000, PPG 2000 £|=> 100
A3.3.2 1000, PPG 2000 ¥k mL A E . FHEREAR] 100 mL.
3.6 ug/mL, PPG450 . PPGY WL 360 ug/mL ff] PPG450. PPG 1000, PPG 2000 747
A3.3.3 11000, PPG 2000 ¥k 100 uL =4~ 10 mL F &M+, HEREEBZL L.
1.2 pg/mL, PPG450 . PPGUJlW X 3.6 ng/mL ] PPG450. PPG 1000. PPG 2000 ¥A
A3.3.4  [1000. PPG 2000 JE&TEW 1000 uL #) 10 mL FERT, EEHLIENH],




M % B
(FEBHE: %)
PPG450. PPG1000. PPG2000 &7 Hi2{H(ESI+) L3 B.1.
x B.1 BFEREESH)

1 2 3 4

X M fH BT MR AH BT MR AH =R HiRfE

[ANH+ | 94.09 | [Ax+NH:]+ | 1196.88 | [M+H]+ | 59.05 Moo+HJ+ | 1161.85

[A2+NH4]+ 152.13 | [A2+NH4J+ | 1254.92 [M+H]+ 117.09 Mo+H]+ | 1219.89

[A-NHo+ | 210.17 | [AxtNHe]+ | 1312.97 | [Ms+H}+ | 175.13 | [MotH]+ | 1277.93

[AeNHs+ | 26821 | [Ass+NHa]+ | 1371.01 | [Ma+H]+ | 233.18 | [Mas+H]+ | 1335.97

[As+NHa+ | 32625 | [An+NHo+ | 1429.05 | [Ms+HJ+ | 29122 | [Mag+HJ+ | 1394.01

[AcFNHJ+ | 384.30 | [Ass+NHal+ | 1487.09 | [Me+H]+ | 349.26 | [Mos+H]+ | 1452.05

[As+NH4]+ 500.38 | [A27+NHa]+ | 1603.18 [Ms+H]+ 465.34 My+HJ+ | 1568.14

[ActNHi]+ | 55842 | [AxstNHd+ | 1661.22 | [Mo+H]+ | 523.38 | [Mas+H]+ | 1626.18

[AloctNH4]+ | 616.46 | [Ax+NHa4]+ | 1719.26 | [MiotH]+ 581.43 Moo+H+ | 1684.22

[An+NH4]+ | 674.51 [AsotNH4]+ | 1777.30 | [My+H]+ 639.47 [MsotH]+ | 1742.26

]
]
]
]
]
]
[A7NH+ | 44234 | [AgetNHe]+ | 1545.13 | [My+H]+ | 407.30 | [MaetHJ+ | 1510.10
]
]
]
]
]

[AFNHA+ | 73255 | [As+NHJ+ | 183534 | [MptH]+ | 697.51 | [Ma+H]+ | 1800.31

[Ais+NHa] | 790.59 | [An+NH4] | 1893.38 | [My+H]+ | 755.55 | [Ms+H]+ | 1858.35

[Ai+NHe]+ | 848.63 | [AsstNH(+ | 195143 | [Mi+HJ+ | 813.59 | [Ms+H]+ | 1916.39

[AistNHe+ | 906.67 | [AstNH¢] | 2009.47 | [MistHJ+ | 871.64 | [MstHJ+ | 1974.43

+ | 1022.76 | [Ase*NHal+ | 2125.55 | [My+H]+ | 987.72 | [Msc+H]+ | 2090.51

[AigtNHe]+ | 1080.80 | [As7+NHJ]+ | 2183.59 | [MistH]+ | 1045.76 | [My+H]+ | 2148.56

[
[
[
[
+ | 96471 | [AsstNHa+ | 2067.51 | [Mig+H]+ | 929.68 | [Mas+H]+ | 2032.47
[
[
[

[A1o+NHa+ | 1138.84 | [Ass+NHa]+ | 2241.64 | [Mio+H]+ | 1103.80 | [Mas+H]+ | 2206.60

7E: MoK [OC3H6]n; AnftFK H-My-OH,n M 1 E] 38,




M = C
A B BR VRN R A o B

XX Pt Rk, i, =9
. WRABER (—Fn, Rk, I, =5
TESC Chph, MIIE)
. WAFENN A (—FAeE, ®E, W, =5
21 ZREHTS (ZHKE, Rk, ek, 05D
2.2 Rf KA
3. WRAKMH
3.1 WAKF
3.2 WHIRAR AR
3.3 WRAE A

4. PEREFE AR

4.1 BAHBEREEFE
4.1.1 JRFE (SR, &, I, NP
412 JRLE

[EEN

N

5. WIALR



PR 1 WO -2 T BRI B T Re MR RE MR TE R 3R

P SRR
TH 5 B[] o H H N}
78 -F SIS TR AH X -
WAEE &«
75 1 H W3k 2%
WEfE
(mL/min) 0.5 1.0 2.0 5.0 10.0
1
U | Wk i
Fm
e
itk
&%ﬁ 0.5 1.0 2.0 5.0 10.0
(mL/min)
Fm
2 R EREERP TN W Wik o Fnax -
Fmin
mEia
E P
e E IR (Sziz ==y
S (ub)
1
3 VRRR € A R 2
3
M, ( mg)
HEFE R TE
4 g HEE (amu)
5 FiEVEE (amu)
FRE 59.05 175.13 616.46 906.67 1254.92 | 1545.13
1
6 AR E 5
3
4




(el IEN Il e W V]

gER
FHIRE 59.05 175.13 616.46 906.67 | 1254.92 | 1545.13
7 | mEEm e [ SR
gEHR
HIEIREL N,
R T,
8 PR T Vi
Tﬂ%ﬁﬁg Vsp:
MS! MS? MS3 MS4 MS®
m/z
9 ER 2RV S BT B MSP
v MS® MS7 MS® MS? MS10
m/z
7 1 2 3
Hm/z
(St (ESI+) H e
EL =4
0 EST+5 M -
T 1 2 3
Hm/z
{EmeLk (ESI-) H ww
B34
ESI-{5MELL:
11 6 PR
75 1 2 4 5 6
EREE-ELER | gemm
4
EIME: RSD:
B | B | B= | BN | BHO| EAN | B
19 e gzl 70 gzl gzl 7H 28
1
FEREEME-HNES )
4
3
18




RSD:

EEEEM-HHER
1

H

LI

H

E ®

H

Spe

H

Spe

AN
H

Y

H

]
1H

RSD:

13

R B I ) 32 4

s

R
i [

FEME:

RSD:

2tk

R
&

I 7 A

LM [R5 R

ZETEA R R ELR:

L %y
4t




