2

R ANAE . RS SO % — H IR DU BT AT I ) 5 35 12 2 s A T A P I DP G 151

B 5 R A B i - B B T AR A T84T B IE] B ;
EMHE=RMNRLRPREHFFDPG

2B RER,EET
G B BB ARG BRAE, ILAR 5 266045)

978 B2 R L i A0 € — o K DU AR AT B T B 2, L K (R B 23 #R0..000 3189 YRR A9 3 30 A
HEAT B BE B, SR FHESLIE B 745 20, %t B4k i p 42 R DPG k47 5 #h 2 dk A0 W, 45 R W1, 1 i b vk B 1~ 1 000
ng + mL 0 [ Y, A 3 0 DPG VA AR i il 2k 2k P 06 R R, A DGR 800,993, K HBR 0. 01 ng e mL, [ iy

94.0%~100. 5%,

SR < R OB (35— R IO DU AT AT 18] BT 3% 5 f2 HEFIDPG 5 2 P 43 #T 5 2 it 43 #r

hE4 S :TQ330.72;TQ330.3875
XERFRERAD: A

i ik FIDPG oy R a0k 7], 3= B4 SRy vh
AR FF 7 TAR M, B 5 e s Rk 2% 12 Kk
i T Pl S A1 0 7RV B B, EL A /D R /N R
S AH SO AT Bk, 2 A5 e B Ak Al 2 7] 5 B 2
— o JRHFIDPG A2 i 11 ¢ 5 IR kot Ak
N FRCR, B SR A IR B R R, o BRI
TR 16 Tl A2 3 5 DPG AR5 — Tl 1 25775 5K 4
Kkt

FI R, 5 8 %8 AR {3 (HPLC) 32510 5 Bt
R h AR ERIDPG Fr i, {H e SEBmAe il o, P A ik
JB2 153 2 4% HLEAH A8 K, i =2 Ak #E I DP Gl
PEESIR 76 HLC i IR e 22, 5 M &
HoAth /N 5310 Jot T 2 I AOHE 3 2, i R o
AR 25 (Rl AR AL LR B B i) o e
FEAE—E R 3 o0 B CAT I R) BT AT & 40
WA e 2 SRR, T R AR R e ] — SRR
T e TR T 0T A R B T R AR T BN
k& BEAT WA 2 1 TR) B T R s oA R AR
ZRE R O A A P HEA T R A i, A
AN Z AR AL S E S T S RO A
T - HR I PUBR AT AT E ] BT % (UPLC/Q-TOF MS)
B R BT R R S AR RE D 2
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P Y0 Bl B 4250 57 i R R FHUPLC/Q-TOF
MS i 43 #1832 I DPG 75 i 1) AH 56 i i

A TAE R FHUPLC/Q-TOF MS Xt #i ki th
{2 FIDPGHEAT 2 PRI , 5 22 % A A2 2RI DPG
Je PRHE T R AT

) AT
1.1 EEZEEREHH

& e #EFIDPG I B AL I F, 1 4E 46 45 15 BiF 5%
Bedefit; 215, LC-MS%, 3 [E Thermo Fisher/\ ]
7 s R , HPLCE, PUAS I 23 | 7 i s R, (3%
afi, R W] P K RS R Al K A
HLAALIERE , fL42£0. 22 pm,

1.2 EEEEMNEF

Acquity UPLCH = 80 AH 435 . Xevo G2-
S—Q-TOF P4 % #T 5 B¢ € AT B 1] J5T 33 1% Fl Waters
26957 A 7 3% (FiC B Waters2998 — # 4 [4: 51| 46 )
#) . 3% B Waters 24 w) 7 i 5 A5 IIE UE A, 18
sartorius/A A ;= it o
1.3 il &

BEBRAL I e B B2 mm DL 7 1 /NBR FR RO
250.3 g FEHAF0. 2 mg) AU, PR A2 75 il 3 1
h, B e e R WA 0 2 =R H SRR R
£80. 22 pm AT WL I8, 25
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1.4 RIEEHG
1.4.1 #HHBESEG

@ 3% H BEH-C oA (2.1 mmX50 mm, 1.7
um) , FERL 30 CL#EFERD 1 uL, TSI
0.3 mL * min™',
1.4.2 Q-TOF MS& 1

B IR MESHIE, IE B X, B a4 ik
3.0 kV, B TIRIRE 140 C, THSIEE 400
C,RESE 50 mL » min ', FEESHE 500
mL * min ', &FEFEET AT 50~1 000,

2 #BREIR
2.1 SHEHHE
2.1.1 @igEHshk

R I 12 E 5 DPG Y 45 # 45 s, 0 B B 58 T
FHEE+ K. OB+ K EE K G R B B0k
0.000 1~0.001 S/ HR) . LK + 7K G IRFL 4y
A0, 000 1~0.001 SHYHER) JLFH I s A XHIE iE
FIDPG > B %50 I W 740 1) 52 i), 3 58 & B30 2 4
NG K (E RT3 R0, 000 319 HR) B, £2
HEFIDPG L B B )3 rp LW I8 4 4, PRI 1E 4% &
&+ K (5 PR 20 %0 0,000 310 Y R) 500 30
M (B) .

g T ARE A U A A B N ) I | ] sk
b AN B O T 19 21 43 BE A% K B b O S e A e
TEFH B B Yk, VU BERE )P R - 0 min, BIR RS £k
0. 414 B A5 1 min, BIRFL K00 0. 414 377 3h
55 min, BIRFL 43 %040, 919 i 25 A5 10 min, B
RS R0 0. 91 It 3 4H 5 10. 1 min, B /35K
0. 414 i 35 A ; 13 min, B4 B4 50 0. 4109 3%
BlitH
2.1.2 JRIEZHMRL

HR A A 3 I DPG 43 457k 485 44 4 o5, e 4
H 5 55 1F B 1 B AR o B T IRURE TR SR
JE A R A | B AN R A
ML R SR A5 PR IEAT T AL AR AL B8 7o B A0y, 7
ESI(+) BN, fE #EFIDPG=2E B A>T 85 T 0
(M+H], IR R T, 7B FE i
BT AR TR Y R S —1
2.2 BUKFBEHAFDPGE W

K HIM S EAR 3R 42 (12 7 7 DP G A J5 1% 44

T , TR B 5 31— S i K — T B SRS S A
WERE Y — 0T 1% B — G i B s 8O b, P25 A
PR EABFIR], ST A5 A 4 o AN B8 B R AR — 3,
— DR RS Be 5T R K AR AL, D) AT bR A
A fERERIDPG, AL 34 R A TS ASIERLE, )
ASREWrE A A 2RI DPG.

P 11243 50 A E ) DPGAR MR il — 2% 2 —
i, 31453 50 SRR ) — 9 B — i
XF LG AT LA E IR & A R RIDPG, A2 T4k
BAT R

212.1197
=
=l
213.1210
0] . ! .
60 120 180 240 300
JE AT L
E1 R#FHFIDPGHRAERE—RIRIL
119.062 4
i
gh; 94.065 8
195.091 8
212.1197
92.0509 | 120.063 6 {
) -
60 120 180 240 300
JEifar H
B2 {RHFIDPGIRER ZRRIL
212.119 1
=
|
213.120 5
(0] L 1 |
60 120 180 240 300

Jofif L
B3 i —RRE



550 1 T BN ORI DU R FT AT I )R 1 5 M R A T AL e AR #E I DPG 153
119.062 1 o g5 R IR, R 2mT A, 2 HERIDPGAY [l
R 94. 0%~ 100. 5% , Ui BH 77 1% 0 T Af B2 A v o
i F1 RH#FDPCHETERBLER
pisf 94.065 7
195.0917 Fos (B 1] /min e T L
212.1192 1 5.83 421 043
2 5.82 419 997
92,05\{ 9 120.063 3 ;3 s o 416 078
0] I ! L
60 120 180 240 300 4 5.83 422 314
Jn 5 5.81 421 784
B4 iR R 6 5.84 424 727
- N N FHE 5.83 421 491
2.3 WK HIREFDPCE BT FH X AR HE R 22/ % 0.180 0.468
2.3.1 trAEHEZERKGHR
AR T T DP G R M FE WA U B 1l o 2 %2 EHFDPCEKERM LR
43931 291,10,100, 500711 000 ng * mL ') 5 51 1 LRI O 7 WEE e,
WEW o 43 I HRUAS R ¥ P58 A9 B E VR W1 nL gk, “‘g;;L ) (ng .SI)nL ) (ng;;rl\L ) _
B T3 (M+H: 212, 118 8) T s W i FH . s o0 s o
BEANUR BE HERE 2R, FEXF 2 U s T R A ~F- 34 {54 5 224 400 611 96.8

R cfith 42, 15 2L HERIDPGIY [l A 7 . 4 =
2 883c+20 589, HHIE AR’ =0. 993, 2k i [H]
1~1000 ng » mL ', 25 UL &S, 4 BR 0. 01
ng*mL ',

3

e 2r
=]
X
=S
=
&t
0 260 460 660 860 1000
JR R /(ng « mLY)
ES5 1R#EFIDPGA IR A L
2.3.2 RBEERE

HUJE R DPG i ik & 224 ng » mL ' (B
PR A B2 1 T, 3% 2 AR 6%, I3 Ay 0 T AR B A
BAIHIE] L1, M1 LI Y, 6 i AR S 4 B if
[E] P AEL XS A 9 O 253 531) 0. 468 % F110. 180% o
2.3.3 HEBHELRE

SR bR [ 7 32, BUEL 4 U FIDPG &
i 1A BT AR W30y, 2 AR rh s 3
WP bR VAV, e 3 O 0 S A2 E S DPG el

2.4 UPLC/Q-TOF MS5HPLC# 4RIt

XFUPLC/Q-TOF MSZE P46 I H & 45 i 1 71
DPG 134 it A Jse M4, 1o FH A SC 5 7 e HPLC
APk TR B A7 A, HPLC R FH B 4 /K (&
R ECH0. 01/ VK C1R) VE i S AH , SR P B vk
Ji6 7 AT PR R, 42 E I DPG H g Bsf 1] 24 4 4. 3
min, PRGN 45 S0 263, e rp 3R 42 O
BAfing W6

3T LLE H, VRN R 2 2 FIDPG 75

*3 R#HFIDPGHIRBEREXEMNUPLC/Q-TOFS

HPLC#: il 45 R 3¢tk ng *mL"

AR5 UPLC/Q-TOF HPLC
1 123.03 123.23
2" 113.89 114.23
3" 97.84 115.93
=
0
200
300\,\&‘

5’6’

. . ‘ ‘ 400 -
0 5 10 15 20 25 ¥
i8] /min

El6 3"MNRHE L R i
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i [JUPLC/Q-TOF MS5HPLCK ] 45 2 3 A —
£, 3" AR UE I DPG 5 i UPLC/Q-TOF MS
0 25 52 BH 5 /N FHPLCAS M 45 5 . 67T LU
B 3T RE R A R R DPG H A7 ' 1) 4 o B 75
Xof ARG I 235 SR S5 i 7 A s ), RS ORI 4 SR
o FLAT L, YRR LT 5B B 2R, PR 5
DPGHR M58, 55 oAt /N 53 4% A L) JoT 8 e
53 85, HPLCE M #E B € 1t , 1T UPLC/Q-TOF MS
ANZZ 53 BRGL A BR R, PT LAASCR A o

3 g

A7 TR R I DPG Y UPLC/Q-TOF
MS 7 P e K v L % R DL O K (B Ik
T3 ER0..000 364 HIR) Sy i 3l AH 3#E 47 6 B2 1k
Jii, R HTESLIE & F #5520, #F 17 {2 i FIDPG Y &
PESE B3 M. SRR, FEFTE K N1 ~1 000
ng « mL '3 Bl P9, 42 2 790 DP G i A v 1l 28 28 1
KRR, R7H0. 993, 4 H B0, 01 ng » mL ', [1]

A B R ) AR A 8 B RO A R A e
HEFIDPGHEAT PR TE P, [R] I 5 7 PA A R K
L AE R R AN BRI ER R P R
i, 16 T AR AR AR ™ dh i Al 2E 5 DPG Y
N E A
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Qualitative and Quantitative Analysis of Accelerator DPG in Vulcanizates by
UPLC/Q-TOF MS

WEN Shao,ZHANG Qingzhi, WU Aiqin
(Stone Laboratory Co. ,Ltd,Qingdao 266045, China)

Abstract: A qualitative and quantitative analysis of the accelerator DPG in vulcanizates was established
by UPLC/Q-TOF MS, gradient elution with acetonitrile + water ( volume fraction of methanoic acid was
0.000 3 ) as mobile phase was applied, and ESI source and positive ion mode were used for mass—
spectrometry. The results showed that, the standard curve of accelerator DPG solution had good linearity
with the real value in the range of mass concentration from 1 to 1 000 ng * mL ', R* was 0. 995, the detection
limit was 0. 01 ng * mL ', and the recovery was 94. 0%~ 100. 5%.

Key words: UPLC/Q-TOF MS;accelerator DPG ; qualitative analysis ; quantitative analysis
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