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RmBREERRE
KERPHRERREYABENUE BHEBE-BEKELE

1 EH

ASCHERLRE T K™ S A s sk R A 3, 5- T # oK 4% 8 Wk (3, 5-Dinitrosalicylic acid hydrazide,
DNSAH) 5% B8 ft 11 il BRI BOAH €613 - £ L i
AR A U R e

o7 i (DNSAHD 5% 83 Ht iR, H

FHISCE R A - ] . - A Y E H IS | RSO
A% H X R F) A § P G | OO 5 {2 20 HL) 3E T A

3 ARiEFE
4
JiR 2. Wi -V
FEHL  He 45 B
5
5.1
5. 1.1
b 1.2 [
5.1.3 ZERZEE(C,H;O,) . 8
5 1.4 —HIEMC,H;0S) . o™
5.1.5 ZJ§(CH,CN) . a4,
5.1.6 2-FEIEAEHEE(C, H;NO;y) : faikal,
5 1.7 BEBE_4(K.HPO,.
5.1.8 EHCD,
51.9 &H/KINH,0OH).25%~28%.,
5.2 AEEH

5.2.1 0.5 mol/L FRFRF MM BRI 42 mL R FKFRBIEE 2R 1 000 mL,
5.2.2 2 mmol/L EEFREF - FRIR 0. 15 g BERREL . FIZK AR MBS 1 000 mL,
5.2.3 0.05 mol/L 2-fif = W RERF B FREX 0. 076 g 2-FH B S, FH Y LA A AR 22 10 mL, 3

FELHC o
1
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5.2.4 1.0 mol/L BiBEAE —SPVAYR . FREX 87. 1 g BBRE — 4, FI/KIAMIEE A E 500 mL,

5.2.5 10%ZE5/KIEW - ERRTEIE 10 mL ZA, /KRB EAE 100 mL,

5.2.6 F/KZIEHEW MR 35 pL 80K, A 100 ZEKERMBEIFEAE 100 mL,

5.3 MER

5.3.1 3,5-—fg3tAK4ZBEME (3, 5-Dinitrosalicylic acid hydrazide, DNSAH, C;H;OsN, , CAS & : 955-07-
), HiEE=99%, AN E .,

5.3.2 3,543 KBEBE-° N, (3, 5-Dinitrosalicylic acid hydrazide-'* N, , DNSAH-* N, ,C;HsOsN; *N,,
CAS &:1346598-09-1) . AEEF =>95% , B Y& .

5.4 IFERBHE

5.4.1 HRMEMESR(L. 0 mg/mL) . B DNSAH #34EfR %Y 10 me, BEFRE, SEM 1 mL — B LREE, &
ARERBEHEEE 10 mLiF6ARMEP, RHEKERN 1.0 mg/mL iFHEMER, —18 CEARE . F
HBme A,

5.4.2 FR¥EFEIM . 0 pg/mL)  HEFHFE 1. 0 mg/mL FRYERESWK 0.1 mL F 100 mL {RAAEME P,
APERBFES EHBRER 1. 0 pg/mL MTREESRENR, —18 CELRE, AR 3 M A .

5.4.3 #RYETAEM 1(100 ng/mL) M EGEHE 1. 0 pg/mL FRE R, R EBER B 100 ng/mL #R
WL/ 1, LABE.

5.4.4 FR#ETYEN 2(10 ng/mL) . EFHBEGER 100 ng/mL FR¥ET/EWR 1, AP BER R 10 ng/mL 7
T/ 2, LA

5.4.5 HIRESW(0. Img/mL) . B DNSAH-"N, WARIRHES M EFRE, 68 1 mL _REHRESR, H
RAPERBHEAE 10 mL iZGERMP, FEH BWKE R 0. 1 mg/mL WIRHE&AH, —18 CHARE. &
me A,

5.4.6 PIARTVER (0.1 pg/mL) . B FHE it DNSAH-UN, WiTMHE&R, AR BERRERRKE RN
0.1 P-g/mL IR TYEW ., — 18 °C5&3'6{%ﬁ,ﬁ5‘8{% 3fTMA.

5.5 ##

5.5.1 MBEE.LE:10 ku,

5.5.2 HWEHEE.LE.50 mL .20 mL.1.5 mL,

6 INEMigHE

6.1 WARGE-RHREIEN . EREEFTE TR,
6.2 4R BA 0.01 g F10.000 01 g,
6.3 B.LHLHEENET 6 000 r/min,

6.4 MEFEHES.CHL:14 000 r/min,

6.5 ZmAX,

6.6 RIGEARE.

6.7 pHit.

7 RENHEERE

7.1 RRErs &
#% GB/T 30891—2014 Hfsf B RIESKHIEE.
a)  BIERE BBt . MR A
b) BMFE S B MRS B
) HRIBISEE0ZS ERE R BN IE E W B BARHE TAEWE . b = B A A .
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7.2 RERRE
—18 ‘CLAFH-AE.
8 MELFEHE

8.1 KMBFATEMN
FREGRHEH (220, 05)g F 50 mL L A AFR TAEH 0. 1 mL, #HER A 1 min, FEANALE NS
Wi 5 mL Al 2-FE LR EEAIE 0. 15 mL, iRBEIRA 1 min J5 . B TEERSG 4+ 37 ‘ClbEIRE 16 h.

8.2 REUEK

I B Ve A EE R A ~7.5, MAZFBRZHEE 8 mL, Wik
10 min.6 000 r/min E.[> 5 min 10 CFEASKT. WAL
KZ IR0, § mLaFo i MRS B IR L
14 000 r/min Z.(> 10 mi My T A G BT AR S

BT BE5E J5 B b i L

8.3 ERirAEMH
s it 25 mL,0. 05 mL,
0.1 mL,0. 2 mL .?% 2 L TRPRE iR
HEVE T e 24 O.prg 20.0 ng/mL Fl
40. 0 ng/mlL., m
8.4 MmE -7
8.4.1 &+ -I]
a) faid o
by Hi
) 3 L
d) s O
e) Jitsh o m
Hef ] A, o
0. 50 0
4,00 ) 95
5.50 95
6. 00 90 10
7. 00 90 10

8.4.2 RitSE&Y
a) BRI ZE (ESD B, T
b)  WEFEHLE(IS): —4 500 V;
¢) BETFIRIREE(TEM) 550 C;
d)  HfES (CAD) : Medium;
e) HHA(CUR) 30 psi;
£)  FEkE(Gasl): 35 psi;
g)  FHBIN#S (Gas2) .35 psi;
h)  FEFEHLEDP) . —110 V;
D SAHJEEP) . —10 V;
g) FEEGHHEECXP) . —10 V;
k) A . Z2 RN AR W (MRMD , 845 K2R W) B 85 7 LT85 TR e dk DLk 2.
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#2 ENEBETH EBFHEFEEESR

&Y EWEF . m/z ERBFXF,m/z RERE, eV
374.2>225. 8 —23
NP-DNSAH 37125182, 8 374.2>>182.8 28
NP-DNSAH-*N, 376.2>>182.8 376.2>>182.8 —28
8.5 e
8.5.1 M=z

FEARBEIASRMF T, R + DNSAH S5 iR DNSAH-°N, 4R 8 6 8] 2 b SinvER W + DN-
SAH 5 pt5 DNSAH-YN, #{R 8 a2 EWIRZETE 10 LA ; ELISBU B A9 AR RS B F R BE R S5 ¥R BEAR 2484
RIEARER AR B 7 — B RAFREA 40,

8.5.2 mEWE

B RHA B AL AR E TR 1 R R RHE 3 I ARIE AR T ARUE B, AR ME TR M R iRl
Wb Binb By ma BLE Y R 7E SRR T A R M E A, £ LR AE-FERG T, HkR R RSy
DNSAH 1R ER BRARE B TR B i LI A,

8.6 =AikE
Bz gidtE BRIz 95t , R R se £ R RS BT FITRE.
9 HRUEMIRR

i+ DNSAH K5 8 Bz R R AR (DHE.
_AiXA',XC,XCiy XV

X= A RAKC X T (D
K
X  —i#h DNSAH 2 88 B A 8UE , B N BT 50 (pe/ke) s
A; —BHEW+ DNSAH KIgEmEH;
A, —RYEET - DNSAH-N, ByEEH;
C. —rHErEM - DNSAH ¥ REUE , B0 N T FZEF (ng/mL)
Ci.. —EREW P DNSAH-*N, ¥ MEE, B MR B ZET (ng/mL);
V  —EAEREE, A AEF (mL);
A, — iR P DNSAH-YN, KEmER;
A, —IRMEH Y DNSAH RyiEmER;
s PRI DNSAH-" N, ¥R B R $UE , B0 WA T B ZEF (ng/mL) ;
m  — SRR R R ABE, SRR (R) .

10 FERYE . ERENFEE

10.1 R&mE

AR R A 0. 25 pg/ke, ERIRA 0.5 pg/kg.
10.2 TEmE

AFHBTE 0.5 pg/kg~10 pg/keg BIMEE M EIKRER S 70%~120%,
10.3 HBETE

27 B BOHE ARSI AR EIR 22 <15 0o LRI X AR E IR 22 <15 %6 .
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W R A
(FRHE)
DNSAH 1 DNSAH-"N, 7/ B R4S A TR R i

DNSAH # DNSAH-®N, #REBR BRI E FRE GSELE A 1,
XIC of-MRM (4 pairs): Exp 2, 374.200/182.800 u

VE AR, cps

1.4x10° ¢ NP-DNSAH
12x10° |
1.0x10° |
8.0x10'}
60x10'}

40x10" |

20x10' b ‘J“
------------------------- 3. . '} t, min

0.0

XIC of-MRM (4 pairs): Exp 2, 376.200/182.800 u
WERISREE, cps
5

L6x 10" r NP-DNSAH-"N,

14x10° |

12x10° }
10x10° |
80x10° |
60x10° |
40x10' |
20x10° |

0'0 ......................... T P S | t, min
1.0 20 30 40 50 60 70

£ A. 1 DNSAH #1 DNSAH-*N, R4 B BRNHER FREGEE (1 ng/mL)
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