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LCMS-Q-TOF RiEN 17 FFEHIKEL
LCMS-QTOF-065

FE . AEITBREMREEIE - IR ST ERENESREMAD 17 MANLELZ (TNT. RDX. HMX.
PETN. CE. 2-Am-DNT. 4-Am-DNT. PYX. 2-HADNT. 4-HADNT. 1,2-DNG. 1,3-DNG. 3,5-DNA. R-SALT.
4-NDPA. NTO. 4,4'-DNDPA) WREMEERE. AARBGENFELEERBIREZEBNATEESHE,
FA PLD+ 3 B MAFLIS RS IREY, IREUAR B S URIE &1L - IRIT S ITiY [ ik#H{TE M E 210N .
LERRAA 17 FENNEAMICHIRTE 0.1~ 10 ng/mL 28, FrE BirEEBNIRECERNEEXARYT, BN
HEXRERZE (RSD) 7 1.6%~5.3%(n=6) HEIMENIRERZE (RSD) A 17%~8.5% (n = 24) . NAARTZETTENE
R, SRXNSERE T 17 HENEGHITEEEED N,

KHIE : MEYIE BIED BERRAEE - ORTF CTNERE SRES

B R:
 fE/ LCMS-Q-TOF X3 17 MRIFMIREFEEMERHE .
% Insight Explore BB 2 m#t B ERNINE, REHERE.

BB FAEEBKERE ZIMNBTESRE
BERE TS, HTEERN BIAMEBRNER,
WERANED FRRABHTICEED . WEREGU
IR B IR EB IIFL A D 1T RGN E Al )y
RENEEFRZ—. ENENIFAZEMOR,
Z X A GC-MS &, GC-MS/MS 4. LC-MS % %,
BEIFARERNRTE, BIFREYMRD, BR
YER R BIBARR R EMSE N H —FIR, WG

W LA S

RYBRFEERS,; 5—FHE, RELE. £91
MERIFRBMHAPHNERTINER, WaLEE
MEXS, UERERERIFILHEREGNIFAIR
WAYEK,

AXETESBRBEEE - IR /T | RIE
MSEEE. SRERE. SRBESHMERRNE
LMTEESRR, X717 HENELREEEE
E7%, UHRFBRERG R 17T MBS EK,

Bi 5 #l : DGU-20AG5R
Brh#HES © SIL-20AXR

IRENE
537E LCMS-9030 BB KRR 1L MikAT ST B RIERKAN, EARERN:
RAEHEE . CBM-20A
W #® & : LC-20ADXRx2
B B f : CTO-20A

1.2 9tr&E
AR I

®iE T{Euh : LabSolutions Ver 5.96

B & # : Shim-pack Velox Biphenyl (100 mm x 2.1 mml.D., 2.7 ym,
52 (L8) XKHEMERAE, P/N:227-32015-03)

* @ 40°C
WOE R - BEE/ K =11 (viv)

womh #8 : A-0.05mM SLRKARK; B- SRR

HEAR 0 SuL

i & : 0.3mL/min

wh AR o BERR, BEERIREN10%, NEEFNE1 Fx.
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x1 BEXRBRNERER

B8] (min) BT WEHL &
0.50 R B Conc 10
8.50 R B Conc 90
9.50 R B Conc 90
10.00 ) B Conc 10
13.00 s STOP
FRIBFM
BFHERX © ESI() MRESREE © 500°C
MHESAR : =510.0L/min # 0O R E 300°C
EUSEHRE : &S3.0L/min DL & & 150°C
FRERR : &S 10.0L/min B O 8B E;: -4k
A B R MS' SCAN (m/z 40-800) . MS* DDA (m/z 40-800)
R2 17 HENEANEXER
Fs h LR HXEIR CAS S 2T
1 BRIES HMX 2691-41-0 CHsNgOq
2 2RSS RDX 121-82-4 C5HN4O4
3 HEJL CE 479-45-8 C;HsN:O;
4 Pt TNT 118-96-7 CHsN5Og
5 2- S E -4,6- “HEEBXE 2-Am-DNT 35572-78-2 C;H5N50,
6 4- S E -2,6- THEBXE 4-Am-DNT 19406-51-0 CH5N50,
7 =X YAz PURHER ES PETN 78-11-5 CsHeN,O1,
8 CESEHEMRE PYX 38082-89-2 Ci7HN; 04
9 2- BRERR -4,6- “HEEBPE 2-HADNT 59283-76-0 C;H;N504
10 4- ZERR -2,6- “HEPE 4-HADNT 59283-75-9 C,H;N,04
1 1,2- ZEYRRHH 1,2-DNG 621-65-8 CHeN, O,
12 1,3- ZEYERHH 1,3-DNG 623-87-0 C5HeN,O,
13 3,5- IR 3,5-DNA 618-87-1 CeHsN5O,
14 KW= EPE= TR R-SALT 13980-04-6 CHeNgO5
15 BHEFE 4-NDPA 836-30-6 Ci5HioN,0,
16 B = NTO 932-64-9 CH,N,0,
17 44- ZHHE TR 4,4-DNDPA 1821-27-8 C1,HoN;O,

LCMS-QTOF-065

BRDTE
296.04651
222.03488
287.01381
227.01783
197.04366
197.04366
316.01387
621.00722
213.03857
213.03857
182.01750
182.01750
183.02801
174.05014
214.07423
130.01269
259.05931
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LCMS-QTOF-065

1.3 HanprbiE

o - BURMAHESRL 10 ul SEARERL 10 mg, A 10 mL BEE, SRiERS 3 B3O R LEER, B

ARG PESTRRE 1000 1 s S ’“* :
e - 2 PLD SRS 0.22 um #FLIBELS EHLOH;

- FREERAER, SRERWES#HTFETLN.,

. MIREEIRRH BT 29, B—ERHFRED, A 2 mL HEEE;
R HRHEAT 29, WA 1 g FiteEth, MA 4 ml RIS (ARREEN AN, TiESMA
BRIEIIH 2 T ot B 5 A EITRE ) ;
¥t « SBREEIRSS 10 min;
B, BUEEROKA 50°CIET, BMASEREAR, i 0.22 ym BILEERE LS,
- AN ISP A Ak,

- ERRRN, ORECYERBAEERRRE PRIOMRARREN, WEBERR, K8
50 ‘CH#EF, BMAEERERR®, 3 0.22 m MIALIBEEHTNEDN;
- BRRBRKR, WARRKREEREOYRE, BERRRRE LM AR AR LN

A BARIEKER 4L
SilE L YNVENSON - BRI, BRSIKIRB AL R RIR S R IREUS EMAR .
YEZG 5% B 1Y)

B EZR5118
2.1 BIEFHRML

1) BIEIER: LIRIF LR A Shim-pack Velox Biphenyl ( 100 mm x 2.1 mml.D., 2.7 ym ) #0 AccucoreaQ
C18 (150 mm x 2.1 mml.D., 2.6 ym ) WP BIEHE, LRFKEB, 17 MiFEGRTE Shimpack Velox Biphenyl £ F#Y %
BRREMTFE AccucoreaQ C18 i LR D BEMR

2) MentBANESE: WRTBEE | KFOHE | KER, BERRACE | KERPEERINEFHUREES.
BENEETgERRANCERIERFEN, MPERRFAEN, AABFHEAXNTREN BRI BEEHMSES
ROINEIER , EWAIRRAORE | KERIENREIE.

3) BipEMIERE: TRARIMACRENEPFRREANE PN, TICMMBERE PEIIRE, REEE17 7
BRMIEHNEEMEREENES FBFIE, MRAIMRENE DL, TEIRE 0.05 mmol/L BT3RS
EERIEEMER, 17 MENEANRINE FRIEEWNE 1 k.
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14 w6 117
s 1: NTO 10: 4-Am-DNT
' 2: 1,3-DNG 11: TINT
! 7 3: 1,2-DNG 12: CE
= 08 4: R-Salt 13: 4-NDPA
g 5 5: RDX 14: 4-HADNT
g 06 6: 2-HADNT 15: PETN
2 4 4 1,2 " T: HMX 16: PYX
23 8: 3,5 DNA 17: 4, 4" DNDPA
l oll g ¢ 10 15
" ML UYL
ol A A
0 1 2 4 5 ) 7 8 9 10
T/min
1 17 MENEANREEFReILZE
2.2 SO IBERE

B1.2989 &R, 3317 H@EED#TIH /_—?&MS\:Z&MS/MSEIT VRIS ES-ER T H oW —REIEE.
5~35V BIASHIERE F A K FRIEE], £ LabSolutions insight #4417 RIZEREY . SOHWRIEEKE T 17 f
BNEANLEMER. RENE., 2FX. BiEHDFE. CASS. HJV—ISEE."? BABF m/z I ZRRIEEFER.

&3 17 HENMESHRIERESR

R - BigtoFrE IUSF=E 22 (ppm) BEEF1 BAEF?2
(min) (m/z) (m/z) (m/z)

1 HMX 5.34 [M+*Cl] 331.01591  331.01627 1.09 182.9928 147.0161
2 RDX 4.89 [M+*CI]"  257.00428  257.00405 -0.89 248.9729 45.99284
3 CE 7.20 [M+*CI]" 32198321  321.98387 2.05 245.9927 181.0251
4 TNT 6.97 [M+*CI]”  226.01056  226.01016 -1.77 197.0053 45.99292
5 2-Am-DNT 5.88 M+=CIT 232.01306 232.01268 -1.64 227.0917 196.0366
6 4-Am-DNT 6.19 [M+*CIT 232.01306 232.01352 1.98 227.0909 196.0369
7 PETN 7.54 IM+*CIT 350.98327 350.98311 -0.46 108.9891 61.98824
8 PYX 7.71 [M-H] 619.99995  619.99906 -1.44 572.9997 497.0091
9 2-HADNT 5.12 [M-H] 212.03129  212.03127 -0.09 194.0209 167.0101
10 4-HADNT 7.40 [M-H] 212.03129  212.03102 -1.27 182.0348 165.031
11 1,2-DNG 3.54 [M+*CI] 216.9869 216.98742 2.4 61.98803
12 1,3-DNG 3.32 [M+*Cl] 216.9869 216.98721 1.43 61.98803
13 3,5-DNA 5.41 IM+=CIT 217.99741 217.99701 -1.83 153.0305 45.99291
14 R-SALT 3.71 [M+*CIT 209.01954 209.01900 -2.58 197.8086 162.8396
15 4-NDPA 7.38 [M-H] 213.06695 213.06664 -1.45 183.0691 45.99329
16 NTO 0.65 [M-H] 129.00541  129.00495 -3.57 55.01708
17 4,4-DNDPA 8.17 [M-H] 258.05203 258.0519 -0.5 198.0562 45.99324
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2.3 EMESIT

ERRBINERMET—RBERERERES T, BHIBMAMERNTEE, FIAEXNRLLEYET R
BRBFERETHRIE, LUE—SHIERMEEEY . RIBEEE SANCO/12571/2013 R, A2 ¥EILE TOF i#
LN, Z0FERMALET, —NEDFBEFNZEL—NBRET, B—RREREE S5 ppm Z2H . 1R
HEM—RERRBIRE . ZRREFRFBFIIEENRANEE, £5RNEFREIEENREN BN LEYH
TEM DT . Labsolutions Insight Explore SR TI1RIBUEMTIR, BahFTIEZENRTR, AKXKES TIERE,
2.4 ZMHESEE

1.2 PR MEREHTNE, UEBRIRENERLIR, B ES FEFIEERRANLIR, DUMREALT
WREHEZL, L3 BERI (S/N) HESHKEMNKRHIR, 17 L& HIR (LOD) SEE A 0.1~10.0 ng/mL,
LML REESHAE 4.

x4 T HENEGHNGEZER

LeMESEE (ng/mL) HEERE HER (ng/mL)
1 HMX 5~500 0.995 0.2
2 RDX 5~500 0.989 0.5
3 CE 20~500 0.992 5
4 TNT 20~500 0.999 5
5 2-Am-DNT 20~500 0.989 5
6 4-Am-DNT 20~500 0.996 5
7 PETN 50~500 0.989 10
8 PYX 5~500 0.979 0.2
9 2-HADNT 50~500 0.995 10
10 4-HADNT 20~500 0.994 5
11 1,2-DNG 50~500 0.988 10
12 1,3-DNG 50~500 0.999 10
13 3,5-DNA 20~500 0.990 5
14 R-SALT 20~500 0.990 5
15 4-NDPA 20~500 0.994 5
16 NTO 50~500 0.988 10
17 4,4'-DNDPA 5~500 0.993 0.1

2.5 FEEELR

B2 PN EREFTUE, B 7FHERYE. F. B (20, 100, 500 ng/mL) =/ NRENREFESR,
FBREZIREKFEN 6 MERFITON, 8MEREERE IR, L4 X, RIESETMES FTBEFIERRY
BEXRERE (RSD%) HEBAMBEBEE, HENBARBEBEENNT 10%. , ERNEKS Fim.
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#*5 BABEENBEBEEER

BREZE (n=6h) IEEIR RSD% RIEFEEE (n=24h) IEER RSD%
20 ng/mL 100 ng/mL 500 ng/mL 20 ng/mL 100 ng/mL 500 ng/mL
1 HMX - 2.4 2.7 3.8 3.8 4.0
2 RDX 4.5 2.2 33 2.5 2.9 6.1
3 CE 3.9 4.4 4.4 3.2 5.0 6.9
4 TNT 33 5.2 4.4 1.7 7.7 4.9
5 2-Am-DNT 3.1 5.0 2.4 3.8 4.4 5.4
6 4-Am-DNT 2.9 4.2 3.6 3.5 5.1 6.3
7 PETN 39 2.9 1.9 5.7 3.8 5.1
8 PYX 1.6 53 3.1 2.3 7.9 5.7
9 2-HADNT 2.0 2.7 3.0 34 3.6 4.2
10 4-HADNT 2.2 5.2 2.7 5.2 6.1 39
11 1,2-DNG 43 2.4 2.9 5.2 34 7.1
12 1,3-DNG 2.7 2.2 2.5 34 6.3 8.5
13 3,5-DNA 2.2 2.2 35 2.7 3.7 3.9
14 R-SALT 4.7 4.5 3.0 5.7 6.7 4.8
15 4-NDPA 3.8 1.7 2.8 2.9 3.7 7.1
16 NTO 2.2 1.6 2.5 43 55 6.1
17 4,4'-DNDPA 1.8 2.2 4.2 5.2 3.6 5.1
B e

KRB THEBRESE 17 BENNIELH LCMS-Q-TOF MESWIES A, NRoHBARSERMG. RiEk
TN, TLMBREGD 17 PENFANRBERFEREE . ADEARESN . HEHBES, EBHE
BEHNENFE, ALEHREERIFNFEE, IH - 7iiEE, ULTANESENFLNRERE .

AXMRABEERLRE, TEABTIESE XM :
FRK, BELR, RIEE . UPLC-Q-TOF/MS REQIR 17 MAWIEL [J]. FIEHEAK, 2023,48(3):300-305
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Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel:86(21)34193983 http://www.shimadzu.com.cn





